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Cnmcok MCNoJIb30BAHHBIX COKPAIICHUI

CH — cHHXPOTPOHHOE U3Ty4YECHHE

CLCTH — Cubupckuii Hentp Cunxporponnoro u TeparepiioBoro M3myuenus
UMK — NucTpymenTanbHo-MeToanueckuii Komrmiekc

[IBO — nonHoe BHEIIHEE OTPaKeHUE

PPOII — pagnansHOE pacrpeiesieHue 3JIeKTPOHHON MIIOTHOCTH

[TAB — n0oBepXHOCTHO-aKTHBHOE BELIECTBO

KCIIM — xomno3ut «CoJib B TOPUCTOM MATPUIIE»

AXM - aGcopOrmoHHAas XOJIOAWIbHAS MallTuHA

OKP — 001acTh KOT€pEHTHOT'O paccesiHus

YHB, YHT - yriepogHoe HAaHOBOJIOKHO, yTJIepOIHasi HAHOTPYOKa

N-YHB, N-YHT - a3zoT-conepkaiiee yriiepolHOE HAHOBOJIOKHO, HAHOTPyOKa

ICDD - International Center for Diffraction Data



BBEJIEHUE
AKTYaJIbHOCTH PadoThI

HanenenHocts COBpEMEHHOM HAIMOHAJIBHOW M MUPOBOW 3KOHOMHMKH Ha WHHOBALIM-
OHHBIN IYTh Pa3BUTHUS CTUMYJIHMPYET CO3JaHUE HOBBIX MEPCIEKTUBHBIX MAaTEPUAIOB U TEX-
HOJIOTHYECKUX mporieccoB. K pa3zpabarbiBaeMbIiM (yHKITMOHALHBIM MaTepUaIaM MPEIbsB-
JSIOTCS TOBBILIEHHBIE TPeOOBaHMUs, MHOTHE M3 HUX MpeIHa3HadaloTCs sl paboThl B Upe3-
BBIYAWHO )KECTKUX YCIOBHUSIX HU3KUX U BBICOKMX TEMIEPATYP, arPECCUBHBIX XUMHUYECKUX U
paaualoOHHBIX Cpell, MOJ BO3ACHCTBUEM MEXaHMYECKHX HArpy30K M T.J. Xapakrep IMOBe-
JICHUSI MaTepuaioB B pabOYMX yCIOBHUSAX, ONTUMHU3ALMA METOAUKH MX CHHTE3a, CBSI3b UX
CBOMCTB C aTOMHOM, MOJIEKYJIIPHON U CYIIPaMOJIEKYJISIPHOW CTPYKTYPOU SIBIISAIOTCS ITpeaMe-
TOM JMAarHOCTUYECKUX HCCIEAOBAHUM C NPUMEHEHMEM CaMbIX [EpeloBbIX (U3HKO-
XUMUYECKUX MeTofoB. OIHUM U3 Hanboliee BOCTPEOOBAHHBIX CPEACTB AUATHOCTUKU MaTe-
pHUANIOB SIBJISIETCSl PEHTTEHOBCKast AU(paKIMs, C YCIEeXOM UCIOJIb3yeMasl y>Ke B TEUEHHE Be-
Ka ¥ NOJIy4YHMBIIAsl MOIIHBIM CTUMYJ JUISl Pa3BUTHS C MOSBJICHUEM M COBEPLIEHCTBOBAHUEM
HMCTOYHUKOB CHHXPOTPOHHOTO U3JIYyYEHUSI.

Cpeny NCTOYHUKOB U3Jy4YE€HHS] PEHTT€HOBCKOIO IMara3oHa MarHuTOTOPMO3HOE, WX
CUHXpOTpOHHOE, n3inydenue (CU) Bbiiensercs psaoM XapaKTEpPHBIX CBOMCTB, KOTOpPBIE CO
BpeMeHu mnepBoro HabmoaeHuss CHM na cuaxporpone General Electric [1] mpuBnekaroT
BHHUMaHUE UCCIIEIOBATENICH B CAMBIX Pa3HBIX 00JIACTAX HAYKH U TexHoyoruu [2; 3]. K uncny
HauOoJee BaXXHBIX MOTPEOUTENTHCKUX XapaKTepucTUK CH OTHOCSTCS BbICOKAash MHTEHCHUB-
HOCTb IIy4Ka, €ro MaJiasi paCXOAUMOCTb B BEPTUKAIBHOM MUIOCKOCTH Y HEMPEPBIBHBIN TJIA]I-
KUW CIEKTp B IIUPOKOM auana3zoHe 3Hepruil ¢poronoB. Crneunduueckne ocobennoctu CU
CYILECTBEHHO PACHIMPSIIOT BO3MOKHOCTH XOPOUIO M3BECTHBIX PEHTICHOBCKUX IU(DpaKIIM-
OHHBIX METOJIOB MCCJIEIOBAaHUSA W MO3BOJSIOT MOAPA3AEIUTH TPAJULHOHHYK) PEHTI€HOB-
CKYI0 nu(dpakiuio Ha TUPPAKTOMETPUIO C BBICOKMM PAa3peIIEHUEM 110 BpeMEHH, JUPPAKTO-
METPHUIO C BBICOKMM YTJIOBBEIM pa3pelieHueM, Tu(PpakToMeTpuio B 00JaCTH PE30HAHCHOTO
paccesiHusl, TUGPAKTOMETPHUIO B CKOJIB3AIIEM MaJIeHUU U T.1. JAuppakIMOHHbIE METO/IbI UC-
CJIEIOBAHUSI CTPYKTYPHI ¢ ucnoiab3oBaHneM CU 6a3upyroTcs Ha MEPEUYHCICHHBIX BBIINIE H
HEKOTOPBIX Apyrux cBorctBax CHU, Takux kak, HarpuMmep, JIMHEWHAas NoJspu3aius B II0C-
KOCTH OpOUTHI 3JIEKTPOHOB, HO B Ka)KJIOM KOHKPETHOM IKCIIEPUMEHTE TO UJIU MHOE CBOMCT-
BO TIPOSIBIIICTCS HanOOJIee OTYETIMBO U UTPAET OMPENEISIONIyr0 poik. Kpome TOro, KoM-

6I/IHI/Ipy}I Pa3’IUMYHbIC MCTOJAbI, MOJKHO IIOJYYdTb BAXXHBIC JOIIOJIHUTCIIBHBIC CBCIACHHUA O



CTPYKTYpE MAaTEPHAJIOB U €€ NOBEICHUU O JCHCTBUEM BHEIIHUX YCJIOBUU. B 3TOM CBsA3M
IIPEACTABISAETCS BEChbMAa aKTyaJIbHOW peanu3alus KOMIUIEKCHOIO MOAX0Aa K CTPYKTYPHBIM
uccienoBanusiM Ha CU QyHKIMOHAIBHBIX MaTEPHAIOB PA3IMYHOTO HA3HAYEHUS, MPOIIEC-
COB UX CHHTE3a U JKCIUTyaTauuu. KOMIUIEKCHBIN MOAX0/1 3aKI0YaeTCs B IPUMEHEHUU AJIS
peHTreHoaudpaknronnoi nuardoctuku Ha CU Habopa sKcrepuMEHTAIBHBIX METOJIOB, KO-
TOPbIM OCHOBHBIE€ MOTPEOUTETHCKHUE CBOMCTBA CHHXPOTPOHHOTO U3JIYUYEHHUS JAIOT OIILYTH-
MbI€, @ B HEKOTOPBIX CJIy4YasiX NPUHLUHUIHUAIBHBIE MPEUMYIIECTBA NEPE] TPAAULHOHHBIMU
7a00paTOpHBIMU METOJaMM, a TaKXKe B IMPUBICYCHUH pE3YyIbTaTOB JPYruX (HU3MKO-
XUMHYECKUX METOJI0B UCCIIE0BAHUS, HE CBA3aHHBIX C PEHTI€HOBCKOM MU pakuuen.
[TockoJIbKy HMHCTPYMEHTAILHO-METOAMYECKOe 00OecreueHne pPEeHTICHOBCKOW -
dpakTomerpun Ha CU oTtnmyaercss OoT TaKOBOTO ISl TaOOPATOPHBIX MCTOYHUKOB H3JIyde-
HUSI, CO3/IaHUE JKCIIEPUMEHTAITHLHOTO 000PYIOBAaHUS U PAa3BUTHE PEHTTEHOBCKHUX IU(Dpak-
IIUOHHBIX METOJOB ¢ ucnojib3oBanueMm CU sBisieTcst mepBbIM U HEOOXOAMMBIM ATAIOM pPa-
OOTbI, HANPaBJICHHON Ha pELIEHUE aKTyalbHBIX 3aJlay, KacalolUXCs UCCIEIOBAHUS aTOM-
HOM CTPYKTYpBI BemiecTBa. JuppakimoHHbIe SKCIIepUMEHTaIbHbIe CTaHIIMU Ha myuykax CU
B CUJTy OCOOCHHOCTEHN MCTOYHHUKA, TAPaMETPOB MPELU3MOHHON MEXaHUKHU U CTIeUATU3UPO-
BaHHBIX CHCTEM JETEKTUPOBAHHUS, IOJDKHBI 00JaAaTh CYIIECTBEHHO YIYUYIIEHHBIMU IIO
CpPaBHEHMIO ¢ Ja0OpaTOPHBIMU IHU(PpaKTOMETpaMH MHCTPYMEHTAIbHBIMU XapaKTepUCTUKA-
MH, IO3BOJSIFOIIMMH TOJIy4aTh YHHKAJIBHBIE 3KCIEPUMEHTAIBHBIE AaHHbIC. Jlormueckum
IIPOJIOJKEHUEM aNMNapaTHOrO M METOJMYECKOro dTara MPEACTaBISETCS BBIIOJHEHHUE psaa
SKCIIEPUMEHTOB C KOHKPETHBIMH CHCTEMAMH, UMEIOIIUMH 3HAYEHHE B XUMHUU TBEPJOIO TE-
Ja, KaTauu3e, MaTepraioBeieHu u T.1. Mcxoast u3 3Tux coobpaxeHudt, Obun chopmymnu-

POBaHBI 1SN U 33]]a4 HACTOSIIIECH TUCCePTallMOHHON PaOOTHI.

esn padoTbl

Pabota HampaBiieHa Ha co3aHUE KOMIUIEKCA anmapaTypbl 1 METOJIUK JIJIsi PEHTIE€HO-
TUGPAKITUOHHBIX HCCICIOBAHUHN MOTMKPUCTAIIMYECKIX MAaTEepPHAIOB C HMCIOJIb30BAHUEM
CHHXPOTPOHHOTO M3JYYCHHS M MPUMEHEHHUE €T0 JJIs PEIICHHUsS aKTyaJdbHbIX 3a1a4 (pu3nde-
CKOM XMMMUH.

B cooTBeTcTBUM C TOCTaBICHHBIMU IEISAMHU PAOOTHI PEIIATUCH CASAYIONINE 3a]aH:
— Pa3zpaboTka u co3zmaHue MHCTpyMEHTaIbHO-MeToandeckoro komiekca (MMK) ¢ yHu-

KaJIbHBIMU TCXHUYCCKUMH XaAPAKTCPUCTUKAMU JISI IIPOBCACHUA I/ICCJ'IGZ[OBaHI/Iﬁ CTPYKTY-



pPBI ¥ CTPYKTYPHBIX U3MEHECHHI B BEIECTBE METOJAMU PEHTTCHOBCKOW JU(PpPAKIINN Ha
nyuykax CU;
— OrtpaboTka peHTreHOMU(PPAKIIMOHHBIX IKCIIEPUMEHTAIBHBIX METOIUK, B TOJHON Mepe
UCIIOJNIB3YIOIIMX XapakTepHble ocobeHHocTn CU 1 ero mpeumyiiectBa nepea jadbopa-
TOPHBIMU UICTOYHUKAMU U3IIYYEHUSI B PEHTT€HOBCKOM JIMAIa30HE;
— IlpoBenenue Ha craHumsax cozgaHHoro MMK skcrneprMeHTanbHBIX HCCIEIOBAHUM IO
aKTyaJIbHbIM Ha MOMEHT BBINIOJIHEHUS PabOT (PU3MKO-XUMHUYECKHM IpolsieMaM, B TOM
YyucIe:
® DKCIEPUMEHTAIBHOE ONPEIEICHNE XapaKTepa yHIOpAI0YeHUSI KATUOHHBIX BaKaHCU B
HIMUHENENo100HOM oKkcu/e xxenesa Y-Fe,Os;

¢ OmnpeneneHue BIUSHUS YCIOBUN CUHTE3a HA CTPYKTYPHBIE U TEKCTYPHBIE MapaMeTpPbl
ME30CTPYKTYPUPOBAHHBIX CUJIMKATHBIX MaT€pUaJIOB;

¢ YTOUYHEHHE pACHPENECICHHUS KaTHOHOB Nb>* B 1BOMHOM OKCHIIE Nb,Mo03;04 ¢ monu-
TOHHO-CETYaTOU CTPYKTYPOU;

¢ Omnpenenenue $ha3oBOro COCTaBa U CTPYKTYPhl COPOSHTOB aMMHaKa Ha OCHOBE KOMIIO-
3UTOB «COJIb B TIOPUCTOM MATPUIIE», UX H3MEHEHUS B TIPOIIECCE COPOIMH-IeCOpOInH;

® VYCTaHOBJIEHHE MPOLECCOB, IPOTEKAOIINX B X0/1€ MPUrOoTOBIICHHS U akTuBauuu Co-Al
KaTanu3aTopoB cuHTe3a Pumepa-Tporma;

¢ Omnpenenenue (Ha3oBbIX U CTPYKTYPHBIX MPEBpPALIEHUN B KUCIOPOI-TPOBOASIIUX Ke-
pamukax SrCog g <Feq,NbOs.5 (x=0, 0.1, 0.2, 0.3) npu ux HarpeBe B YCIOBUSAX HU3KO-
r'0 U BBICOKOT'O MaplHaIbHOTO IaBJICHUS KUCIOPO/Ia;

¢ VYcTaHOBIIEHHWE U3MEHEHMI B Xxone peakuuu (asoBoro coctaBa Ni-Cu kaTann3zaTopoB

CHUHTC3a a30T-COACPKAIUX YITICPOJHBIX HAHOBOJIOKOH.

Hayuynasi HoBU3HA

— Bmepseie B Poccuiickoit @enepanuu co3gaH U BBEJEH B IKCIUTyaTAI[UI0 PEHTTEHOAHU)-
pakuronnsli UMK, BkITOUaronuii 1€ 3KCIepUMEHTAIbHbIE CTAaHIIMU Ha KaHaiax No2 u
Ne6 BriBosia CU Hakomnutens anektpoHoB BOIIII-3 B Cubupckom Lentpe CUHXpOTpPOH-
Horo u TeparepuoBoro Uznyuenus, (Muctutyt snepuoit ¢puzuku um.I.M.byakepa CO
PAH); anmaparypa KoMmIuUleKca NO3BOJSE€T IPOBOAUTH CTPYKTYpPHBIE HCCIIEIOBAHMS
(GYHKIIMOHAIBHBIX MaTEPUAJIOB C BRICOKHM YTJIOBBIM pa3pelieHueM, ¢ IPUMEHEHUEM pe-
30HaHCHBIX A (HEKTOB, a TAKXKE C pa3penieHneM 1Mo Bpemenu In Situ B yCIIOBUSX BBICO-

KOM TeMmIepaTypbl U peaKIIMOHHOM Cpe/ibl;
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BnepBbie skcieprUMEHTaIbHO YCTAHOBJICH XapakTep YHOPsIOYEHUsS KaTHUOHHBIX BaKaH-
Cull B IMIMHENENnoA00HOM okcuie xkene3a Y-Fe,Os;

C ucronp30BaHUEM JIAHHBIX MPEIU3HOHHON PEHTIC€HOBCKOW MU(PAKIUU U TEKCTYPHBIX
METOJ0B UCCJIEIOBAHUS BIIEPBbIE YCTAHOBJIEHA 3aBUCUMOCTb CTPYKTYPHBIX (I1apaMeTphI
NEPUOJUYHOCTA U CTENEHb YNOPSAJOUYCHHOCTH YHAKOBKA ME30MOp) M TEKCTYPHBIX
(ynenbHasi TOBEPXHOCTh U YAEIbHBIN 00beM ME3010p, pacipeieleHue Me30Iop Mo pas-
MepaM) XapaKTEPUCTUK ME30CTPYKTYPUPOBAHHBIX CHJIMKATHBIX U 3JIE€MEHT-CUIMKATHBIX
MaTepHUaIoB OT YCIOBUIN CUHTE3a B YMEPEHHO KUCIBIX CPEax;

BrnepBrie ycTaHOBIIeHa CTPYKTypa OKTaaMMHUakaTa Xjopuja Oapus, cTaOUIBLHOTO B at-
Moc(hepe aMMuaka mpy JaBJICHUSAX CBBIIIE 5 6ap;

BrnepBrie oOHapykeH H30CTPYKTYpHBIA (Da3oBhIi mepexoi, MpUBOISIIMK K oOpa3zoBa-
HUIO KUCIOPOI-AePUIUTHON (a3bl B MEPOBCKUTOMOJOOHBIX KOOANbTUTAX CTPOHIIUS
SrCog g Feg,Nb,Os5 (x=0, 0.1, 0.2, 0.3), 0OTBEeTCTBEHHOI 32 00OMEH KHUCIOPOJIOM C OKPY-
JKAIOLLIEH Cpelion;

BrniepBrie 00HapyxeHO, uTo B mporiecce pocta yriepoaubix (YHB) u azor-comepxkamumx
yriepoHbix HaHOBOJIOKOH (N-YHB) na Ni-Cu karanuzatope npu HachIlIEHUU YIJIEpO-
oM U a3otoM Ni-000TalleHHOTO CIIaBa HabIII01aeTcs clladoe MepHoINIecKoe N3MEHe-
HUE mapameTpa pemeTkn Ni-000rameHHON KOMIIOHEHTBhI KaTajau3aTropa, CBS3aHHOE C

HN3MCHCHHUCM KOHICHTPAIMKU PACTBOPCHHLIX B HEeH yriaepoaa U a3oTa.

IIpakTHyeckasi 3HAYUMOCTb PadOTHI

1.

Co3znanHoe B mpouecce paboThl IKCIIEPUMEHTAIbHOE 00OPYJOBAHUE MOXKET OBbITh HC-
NOJB30BAHO JUIS TIONYYCHHS PEHTTEHOBCKUX NU(PAKIMOHHBIX KAPTHUH (yHKIIMOHAIIb-
HBIX MaTepHalloB C BBICOKMM YIJIOBBIM DPa3pelICHUEM, C MPUMEHEHUEM DPE3OHAHCHBIX
3¢ deKToB, ISl MPOBEICHUS NCCIIEOBAHNN CTPYKTYPHBIX H3MEHEHHU B MaTepraiax npu
BBICOKHX TEMIIEPATyPAX B YCIOBUAX PEAKLIUOHHOM CPEABI C Pa3pelICHUEM 110 BPEMEHH.
CBeneHust 0 IeTalsAx CTPYKTYpHl IINHHENENogo0HOro okcupaa sxenesa Y-Fe,O; moryr
OBITH TOJIE3HBI JJI CO3AAHUSA HA €r0 OCHOBE A(PPEKTUBHBIX MAarHUTHBIX MATEPHAJIOB H
MHTEPIIPETALUU UX CBOMCTB.

WNudopmamust 0 KUCIOPOA-MPOBOASIINX CBOMCTBAX M CTPYKTYPHBIX OCOOCHHOCTSIX KO-
0aJbTUTOB CTPOHLUS MOXKET ObITh BOCTpEOOBaHa IPU KOHCTPYUPOBAHUU YCTPOICTB ce-
napanuu KHCIopoaa u3 atMochepsl, OKUCIUTEIbHBIX PEAKTOPOB M TOTUTUBHBIX dJIEMEH-

TOB C KHUCJIOPOA-IIPOBOAAIINMU MeM6paHaMI/I.
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4. CBeneHMs O XapakTepe MOBEIEHHs KaTalu3aTopa CHHTE3a a30T-COAEp)KalUX YIriepos-
HBIX HAaHOBOJIOKOH HETOCPEICTBEHHO B YCIOBHSX PEAKIUH MOTYT OBITh MCIIOJIH30BAHBI
JUTS OITUMU3ALUH 3(PPEKTHBHOCTH KaTalnu3aTopa.

5. TIonmy4enusie B xoAe pabOThI pe3yabTaThl MOTYT OBITh BKJIIOUEHBI B KYPCHI JIEKIHH 110
UCTIOJB30BAHUIO (PM3UYECKUX METOJOB HMCCIEIOBAHUS TBEPAOrO Teja, (pu3nueckoil xu-

MU, MAaTCPUAJIOBCIACHUIO, KaTAJIN3y U CMCIKHBIM OUCIHHUIIIINHAM

JlocToBepHOCTH M 00OCHOBAHHOCTb HAYYHbIX M0JIOKEHUI U BHIBOJI0B
JIOCTOBEPHOCTh MOJIYYEHHBIX PE3yJIbTaTOB U 00OCHOBAHHOCTH CJIEIAHHBIX BBIBOJIOB
MOJTBEPK/ICHA UX TMPEJCTABICHUEM Ha HAI[MOHAJIBHBIX U MEXIYHAPOIHBIX KOH(PEPEHIIMIX

U IMyOJIUKanueil B perieH3upyeMbIX OT€UECTBEHHBIX U 3apyOe)KHBIX KypHajax.

Ha 3ammTy BbIHOCATCS:

— PaspaboTanHblil 1 CO3MaHHBIN MOA PYKOBOJICTBOM W IPU HEMOCPEICTBEHHOM y4YacTHU
aBTopa peHTreHoau¢pakuuonneii UMK, cocrosmmii M3 1BYyX 3SKCIepUMMEHTalIbHbIX
ctanuuii Ha kaHanax BeiBoga CU Ne2 u Ne6 nakomutens anexkrporno BOIIII-3 B Cubup-
ckoM Llentpe CunxporponHoro u TeparepuoBoro Usnyuenus B USAD CO PAH u meto-
JIMUYECKOro oOecrneyeH st KOMIUIEKCa;

— Pesynbratel psina mcciaemoBaHU MO0 aKTyaJIbHBIM IpobieMaM (pU3NdecKoil XUMHUH, TIpo-
BEJICHHBIX C MCIIOJIb30BAHUEM CO3JaHHOTO 000PYA0BaHUs, BBIIOJIHEHNE KOTOPBIX B MOJ-
HOUM Mepe 00yCIIOBJIEHO OCHOBHBIMHU MOTPEOUTEIBCKUMU CBOMCTBAMU CHUHXPOTPOHHOTO
U3JIy4YEHUsl, U KOTOpbIE€ NMPUHLMUIINAIBHO HEBO3MOYKHO OCYILIECTBUTh C IPUMEHEHUEM

TPaJULIMOHHBIX JJA0OPATOPHBIX PEHTIC€HOBCKUX TU(GPAKTOMETPOB.

JIMyHBIN BKJIAJ aBTOpPA

DKclepUMEHTANIbHBIE CTaHIIMU Ha KaHaax Ne2 u Ne6 BeiBojia CH HakonuTenst 3JeK-
TpoHoB BOIIII-3 co3iaHbl HEMOCPEACTBEHHO aBTOPOM IIPU yYACTUU COTPYIHUKOB MHCTUTY-
ToB Cubupckoro otaenenus PAH; Bce pe3ynbTarbl peHTTeHOAU(PPAKIIMOHHBIX IKCIIEPH-
MEHTOB, OTIMCAHHBIC B HACTOSIICH paboTe, MOIYIeHBI JINOO CAaMUM aBTOPOM, JTHOO IO ero
PYKOBOACTBOM NIPU Y4YacTUU COTPYIHUKOB HHCTUTYTOB CubOupckoro otaenenus PAH.
KomrmiekcHble (pU3NKO-XMMUYECKUE HCCIEIOBAaHUS KOHKPETHBIX CHCTEM BBINIOJHEHBI CO-

BMECTHO C KOJUIETAMH — COaBTOPaMH HAyYHBIX MyOJINKALUH.
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Anpodanus padoTsbl

Pe3ynbpTaThl paboThl OBLIM MPEICTABIEHBI B BUJIE YCTHBIX U CTEHAOBBIX JOKJIAJIOB Ha
POCCHUUCKHMX U MEXIyHAPOJHBIX HAYYHBIX KOH(EPEHIUAX, B TOM udncie Ha MexIyHapo-
HBIX KOH(EpEeHLHUAX IO HCIOJIb30BAaHUI CHUHXPOTpoHHOTrOo m3nydeHuss CU-98, CU-2000,
CH-2002, CHU-2004, CH-2008, CH1-2010, CU-2012 (HoBocubupck), HarmoHansHBIX KOH-
dbepeHIHsIX M0 UCTOIB30BAHUI0 PEHTTEHOBCKOI0, CHHXPOTPOHHOI'O U3JTy4YE€HUN, HEUTPOHOB
U 3JIEKTPOHOB il uccaeaoBanust marepuanoB PCHD-2005, PCH3-2009, PCH3-2011 (Mo-
ckBa), MexnayHapoaHom cemuHape Application of Synchrotron Radiation in Crystallogra-
phy (Beijing, China, 1993 r.), HaunonanbHol kpucramuioxumudeckoit konpepenunn (Ka-
3anp, 2009 r.), Bcepoccuiickoii HaydyHON KOH(EPEHLIHMH C MEXIYHAPOAHBIM yYacCTHEM
«batikanbckuii MatepuanoBequeckui @opym» (Ynan-Ya3, 2012 r.), Il Beepoccuniickoit Ha-
y4HOU KOH(epeHIH «MeToIbl MCCIEAOBAaHUS COCTaBa M CTPYKTYPHl (DYHKIIMOHATBHBIX

matepuaioB» MUCCDOM-2013 (HoBocubupck, 2013 r.).

Iyoaukanun
Pe3ynbratel paboThl omy0IMKOBaHbl B 21 cTaThe B PEHIEH3UPYEMBIX OTEUECTBEHHBIX

U 3apyOeXKHBIX J)KypHaJlax, Harrcana 0030pHas CTaThs, a TAKXKe TJlaBa B MOHOTpaduu.

Ctpykrypa u 00beM AuccepTanuu
Juccepranus COCTOUT U3 BBEACHMS, IISTH IJIaB, 3aKIIOUYEHUS, OCHOBHBIX PE3YJIbTa-
TOB M BBIBOJIOB, CIIMCKA LUTHUPyeMOW nuTepaTypsl. Pabora m3noxena na 207 crpaHumax,

coaepxkut 11 tabmui, 84 puCyHKa; CIIMCOK JIMTEPATYPhl BKIOUaeT 257 HaMMEHOBaHUH.
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I'JIABA 1. PEHTTEHOBCKASA IU®PAKIUSA HA CUHXPOTPOHHOM HU3J1Y-
YEHUMN.

SIBnenue audpakuuy PeHTTeHOBCKUX JIy4eld Ha KpUCTaUIax ObLIO OTKPHITO B 1912
rogy. 9To coObITHE, KaKk U OOHapyXeHHE COOCTBEHHO PEHTI'C€HOBCKHUX JIydel, OKa3ajo He-
OLICHUMOE BIIMSHHE HA BCE MOCIEAYIOUIEe PAa3BUTHE CAMBIX DPa3HBIX O0JacTell HAyKu U
cnycTs JBa rofa ObUIO OTMEUeHO mpucyxaenuem Makcy ¢on Jlays HobeneBckoit npemun
no ¢usuke. Pabotsl Jlays mokasanu, 4To, BO-NIEPBBIX, PEHTTEHOBCKOE U3IYUCHHE SBISIETCS
AJIIEKTPOMArHUTHBIM HU3JIy4YEHHUEM C OYE€Hb KOPOTKOW JJIMHOW BOJIHBI, & BO-BTOPBIX, KpH-
CTaJIJIBI MIPEJICTABISIOT COOOM YMOPSAIOUEHHBIE CTPYKTYPHI C PETYISPHBIM PACOI0KEHUEM
aTOMOB B MPOCTPAHCTBE M MEKATOMHBIMU pacCTOsHMsAMHE mopsaka 10° cm. IMy6mukamms
Opunpuxa, Kuunnuuara u Jlays [4; 5] nonoxuia Hadallo COBPEMEHHON PEHTIE€HOBCKOM
KpucTaJorpaduu.

JndpakimoHHbIe METO/IBI UCCIIEIOBAHUS U, B NIEPBYIO OYEPE/lb, PEHTI€HOBCKUH JIU-
(paKIMOHHBIN SKCIIEPUMEHT, SBISIOTCS OCHOBHBIM HCTOYHHKOM CBEACHHUH O CTPYKType
BEILIECTBA Ha aTOMHOM YPOBHE. 3a MPOLIEIINE CTO JIET OTKpbITUE Jlays u mocienoBaBuine
3a HUM paboTel bparros [6] mo3BoauiIn chopMyIMPOBATH TEOPETUUECKUE MPUHLIUIIBI PEHT-
TEeHOCTPYKTYPHOT'O aHAJIH3a U MPOU3BECTH PACIIU(PPOBKY JECITKOB THICSY CTPYKTYP, B TOM
yucie u cTpykrypol ABorHou cnupanu JIHK [7], yTto onpenennsio, B 4aCTHOCTH, AaJIbHEN-
Iee pa3BUTHE MOJIEKYJISIPHONH OMOJOTHHM M MOJEKYJSpHOW reHeThku. C apyroil CTOpOHBI,
NOTPEOHOCTH B MOJYYEHUU CTPYKTYPHOH MHPOpMAIUU CIOCOOCTBOBANIM COBEPIIEHCTBOBA-
HUIO DKCIIEPUMEHTAIILHOM aIlapaTypbl U METOAOB, KaK JUIsl UCCICIOBAHUS MOHOKPHUCTAJ-
JIOB, TaK U JUISl MOJUKPUCTAIUIMYECKUX MAaTepHalIoB. B paBHOW CTEnEHU 3TO Kacaercs Hc-
TOYHUKOB PEHTI€HOBCKOT'O M3JIyYE€HUS U CUCTEM JETEKTUPOBAHMUS.

B Teuenne 1onroro BpeMeH OCHOBHBIMM UCTOYHHUKAMU PEHTIE€HOBCKOT'O U3J1y4YEHHS],
UCIIOJIb3YEMBIMU B CTPYKTYPHOM aHAJIU3€, CIYKUJIU BAKYyMUPOBAHHBIE AJIEKTPOHHBIE JIAM-
b, B KOTOPBIX METAJUIMYECKHE AHOABI MOJBEPralnch OOMOApIMPOBKE 3JIEKTPOHAMH C
sHeprusimu 10-100 k3B, moposk1asi TOpMO3HOE U3JIYYEHHUE C HEPEPHIBHBIM CIEKTPOM U Xa-
PaKTEpUCTUYECKOE M3JIyYEHHUE, 3aBUCALIee OT Marepuana aHoja. Mcropuuecku takue uc-
TOYHUKH TOJYYUIIM HAa3BaHUE PEHTIEHOBCKUX TPYOOK. IHTEHCMBHOCTh TOPMO3HOTO KOHTH-
HyyMa B MakCHUMYM€ CIIEKTpa CYIIECTBEHHO HUYKE€ MHTEHCUBHOCTH XapaKTEPUCTUUYECKHUX
JVHUHI, U31y4aeMbIX MPU PEKOMOMHALIMM 3JIEKTPOHHOW BAaKaHCHM HA BHYTPEHHEM YPOBHE
aToma, oOpa3oBaBUIeiics B pe3ysibTaTe HOHU3AIMH AJIEKTPOHHBIM ynapoM. Kpome Toro, xa-

paKkTEpUCTUUYECKOE HU3JydyeHUEe 00JagaeT CTPOro OIpPEAENIEHHOW 3Heprue (Wiau IJIUHOU
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BOJIHBI). [103TOMY, XOTSI HHTEHCUBHOCTh W3IyYEHUS PEHTTEHOBCKON TPYOKH paBHOMEPHO
pacrpejienieHa B IPOCTPAHCTBE, MTPOCTOTA M HAJIEKHOCTh TAKOTO UCTOYHHUKA PEHTICHOBCKO-
ro U3JIy4eHUs: 00eCIEeUnIIi ero MUPOKOEe pacrnpocTpaHeHue. PeHTtreHoBckue TpyOKu ¢ aHo-
namu u3 Ti, Cr, Fe, Co, Ni, Cu, Mo u Ag akTUBHO HCIIOJIb3YIOTCS B COBPEMEHHBIX Jabopa-
TOPHBIX TU(PAKTOMETPAX.

NHTEHCUBHOCTH W3JIyYEHHUs PEHTICHOBCKOW TPYOKH orpaHuueHa 3(P¢GeKTHBHOCTHIO
oTBoja Teria ¢ anoja. [lpu cpegnem anoanom toke 100 MA u Hampsixenuu 100 kB nHa
aHoze BoIaensgeTcd MomHocTh 10 kBT Ha miomanu ~1 MM, [Tpu >ToM nums He 60mee 3%
MOIIITHOCTH TIEPEU3TydaeTCsl B pEHTTEHOBCKOM auarna3zone. ObecneunTh TaKo pekum pado-
Thl MOT'YT JIMIIb TPYOKU C BpALAOIIUMCS aHOJOM, B KOTOPBIX BBIJIEIieMasi MOLUTHOCTh pac-
npezesieHa Mo OOMBIION TUIOIaAN TOBEPXHOCTH aHOa. B TO ke Bpemsi, ”UHTEHCUBHOCTh HC-
TOYHHKA U3ITyUEHUS OINPEAeIIIeT MHOXKECTBO MTapaMeTPOB PEHTTEHOBCKOTO audpakTroMerpa
— BpeMsl HaKOILJIEHUs PEHTTE€HOTPaMMBbI, YTJIOBOE pa3pellieHne, YyBCTBUTEIBHOCTh PEHTTE-
HO(A30BOTO aHAIHM3a, TOYHOCTh MOJy4aeMbIX dKCIEPUMEHTAIBHBIX NaHHBIX U T.1. CoBep-
[ICHCTBOBAHME MCTOYHUKA OTKPBIJIO ObI MyTh K KAYECTBEHHO HOBBIM BO3MOKHOCTSIM PEHT-
reHOIU(PPAKITMOHHBIX UCCIICIOBAHUM.

B cepenmne mpomioro Beka pa3BUTHE (DU3UKHU AIEMEHTAPHBIX YACTHI] MPUBEIO K
CO3JIaHUIO0 IMKIMYECKUX YCKOpHUTEJIEH, a 3aTeM U HAKOMMTENbHBIX KOJICI, B KOTOPBIX 3apsi-
YKEHHBIE YACTHI[bl BHICOKMX SHEPIHM BUTAIOTCA MO 3aMKHYTBHIM TPAEKTOPHUSM U CTaJIKHUBa-
IOTCSI B ONPEACICHHOM MECTE BCTPEUH IMYYKOB, MOPOXKJAs MOTOKH YaCTHI[ — MPOTYKTOB
B3auMoeiicTBus. Takast cxema SKCIEPUMEHTA 1aeT BBIUTPHIII B IHEPTUU BIBOE M0 CpaBHE-
HHUIO CO CITy4aeM, KOT/Ia YCKOPEHHBIE YaCTUIIBl HAMIPABIISIOTCS HA HETOJBIKHYIO TSDKEITYIO
MuUIeHb. M XOTs MIOTHOCTh MOTOKA YaCTUIl BO BCTPEUYHBIX MyYKaX MHOTO MEHBIIIE TUIOTHO-
CTU MHUILIEHHU, BCIIEJICTBUE YETrO BEPOSITHOCTh CTOJIKHOBEHMSI YACTHI] CYIIECTBEHHO HUXKE,
MHOTOKPAaTHOE€ — HECKOJbKO MIJIIMOHOB pa3 B CEKYHAY — IMOBTOPEHHE BCTpPEY ITyYKOB
obOecrieunBaeT MPUEMIIEMYIO CTaTHUCTUKY 3a pa3yMHble BpeMeHa. Eciiu crankuBaroTcst yac-
THUIIBI OIMHAKOBOW MAacChl, HO IPOTHUBOIIOJIOXKHBIX 3apsAI0B, HAKOIJICHHE BCTPEUHBIX MyUYKOB
MO>HO MPOU3BOJUTH B OJHOU KOJIBLIEBOIM KaMmepe, YMEHBIIUB BABOE TabdapuUThl YCTAaHOBKU
MpU COXPAaHCHHWM JHEPruM dacTuil. [lukinueckue KoJutaiaepbl SIBISIOTCS Ype3BBIYAHO
MPOYKTUBHBIMHU YCTPOUCTBAMHM JJIs1 (PU3UKU dJIEMEHTAPHBIX YaCTHIl, OJJHAKO C CaMOTO Ha-
YaJia UX WCIOJIh30BaHUS BO3HHKIIA CEPhe3Hasi MpobiemMa — MOTepHu SHEPTUU YACTHIl HA W3-

ny4deHue [8].
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JIBr>KEHWE 3apsyKEHHOM YacCTHULBI 110 KPUBOJMHEMHON TPACKTOPHHU COMPOBOKIAETCS
UCITyCKAaHHEM DJIEKTPOMATrHUTHOIO H3JIyY€HHUs, HA3bIBAEMOI0 MarHMTOTOPMO3HBIM WIIH
CHHXPOTPOHHBIM. [Ipy MpOEKTHPOBaHUH MUKINYECKUX YCKOPHUTEIEeH pa3pabOTUMKU cTapa-
JUCh MUHUMHU3HUPOBATH paUallMOHHbIE TOTEPU, YTO MPUBOJINIIO, TIIAaBHBIM 00pa3oM, K yBe-
JMYEHUIO Pa3MEPOB YCTAHOBOK, a BOCIOJIHAJIM 3TH MOTEPH, cooOIas Ha KaxKIoM 00opoTe
YaCTHULE SHEPIHIO B PaAMOYACTOTHBIX pe3oHaTtopax. B 50-X rogax mpouuioro Beka BIEpBbIE
ObLIa cesaHa MONbITKAa UCII0JIb30BATh NAPA3UTHOE B T€ BPEMEHA, HO OYEHb IIPHUBIIEKATEIb-
HOE€ CBOMMM CBOWCTBaMU CUHXpOTpoHHOE u3nydeHue (CH). IlepBpiMu 3KCnIEpUMEHTaMH
ObUTH CIIEKTPOCKOIMYECKHE UCCIEeIOBAaHUS B 00JIacTH BaKyyMHOro yiasTpaduoinera [9; 10].
Oxkazasioce, 4TO Ja)xe U3Jy4YEeHUE CPAaBHUTEIBHO HU3KOIHEPIE€TUUHBIX 3JIEKTPOHOB U3 MTOBO-
POTHBIX MarHUTOB LUKJIMYECKUX YCKOPUTEIEH CO CPaBHHUTENBHO CIa0bIM MarHUTHBIM I1O-
jeM aaeT BeIMTphIi B nHTeHCUBHOCTH B 100-1000 pa3 mo cpaBHEHHIO ¢ JIOOBIMU IPYTUMH
UCTOYHUKAMH U3TyYEHHUS B 3TOH CIEKTpaibHOU oOjacTH. B yapTpapensiTUBUCTCKOM CITy-
yae, KOTJa SHEPrusl YaCcTULbl HA HECKOJIBKO NOPSIKOB IPEBBIIIAET €€ SHEPIHIO MTOKOS, A1a-
Na30H SHEPruil M31y4aeMbIX (POTOHOB MPOCTUPAETCS OT PaJAMOYACTOTHOM A0 KECTKOU
PEHTIeHOBCKOM 00JacTH, a pacrpejesieHne MHTEHCHUBHOCTU HU3JyY€HHUs B MPOCTPAHCTBE
PE3KO aHU30TPOIHO — OHO COCPENOTOYEHO B Y3KOM MHTEpPBAJIC YIJIOB BOJIM3HM HAIlPABJICHUS
BEKTOpa UMITyJibca YacTullbl. OCOOEHHOCTH CIEKTPAIbHO-YTIIOBOTO paclpe/eieHuss HHTEH-
cuHoctr CU cuenanu ero mpuBIeKaTeIbHBIM U YIOOHBIM HHCTPYMEHTOM JUISI IPUMEHEHUS
B Pa3JIMYHbIX 00JIACTAX HAYKH U TexHojoruu [11].

Ncrounnkamu CH, ucnonb3yeMbIMU B HAyYHO-HCCIEA0BATEIBCKUX U TEXHOJIOIHYE-
CKUX LIETISIX, SBJISIOTCS YCKOPUTEIH 3J€MEHTAPHBIX YacTHUIl, padOTalOIINe B CTALIMOHAPHOM
pexxume HakonmuTenbHbIX Kojell. [lockonbky mHTeHCMBHOCTH CU CyliecTBeHHBIM 00pa3zom
3aBUCUT OT MACChl YaCTHULl, T€HEPALMS U3JIYUEHHs OCYILECTBIISETCS B HAKOMUTENAX JIETKUX
AJIEKTPOHOB WJIM MO3UTPOHOB. B HacTosiee BpeMs B MUPE HacUUThIBaeTCs 0KoJo 50 Hako-
NUTEJIBHBIX KOJIEL — CHEUAIN3UPOBaHHbIX UCTOYHUKOB CU ¢ paboueil sHepruei yactuil
0.6—8 I'3B. M3nyueHue B 3TUX HAKOIUTEIAX T€HEPUPYETCS B IOBOPOTHBIX MAarHUTax WM B
CHEIUANBHBIX YCTPOMCTBAX, BCTPAUBAEMBIX B CTPYKTYPY HAKOMUTENS — mU]TEepax, BUTTIIC-
pax u oHaynstopax. B aTux ycrpoiictBax (insertion devices) MydoK 3apsiKEHHBIX YacCTHIL
JBUJKETCSI B IEPEMEHHOM B IIPOCTPAHCTBE MAarHUTHOM I0JI€, NEPIEHIUKYIIPHOM BEKTOPY
uMmiynbsca yactun [12; 13]. B cnenuanusupoBannbix nentpax CU HakonmuTeabHOE KOJIBIO
OKPY)KEHO II0 MEPUMETPY HKCIEPUMEHTAIbHBIMU CTAHIUSMU, K KOTOPBIM H3JIyUYEHHUE

TPAHCHOPTHUPYETCS MO BaKyyMHbIM KaHanaM. Ha3HaueHue sKCHEpUMEHTANIbHBIX CTAHUUN
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BeChMa pa3sHOOOpa3HO, OJHAKO MOXKHO yYTBEPHKIATh, YTO OKOJIO TPETH M3 HUX HAa HAKOIUTE-
751X ¢ sHepruer 6omnee 1.5 I'5B Tak win nHave npeaHa3HayeHb! AJ1s UCCIIEOBAHUN BEIIECTB
¥ MaTE€pHaJIOB METOJIaMHU PEHTT€HOBCKOW JU(PPAKIIHH.

C TOYKM 3peHus HUCCIEAOBAHMS KPUCTAIIMYECKOM CTPYKTYpbI BELIECTBA, a TaKkKe
XapakTepa B3auMOJICHCTBHUS M3ITYyUYEHHsI C BEIIECTBOM MU PAKIHS PEHTT€HOBCKOTO M3ITyYe-
HUSL Ha MOHOKpHUCTaJIJaxX IpeJcTaBisgercss Haubosnee nmHpopMmaTuBHOU. J(udpakimoHHas
KapTHHAa MOHOKPHUCTAJUTMYECKOTO OOpasia 3akiovaeT B ceOe CBEACHHS O CUMMETPHUU U
pazMepax 3J€MEHTAPHOM SYEHKH, KOOPAMHATaX aTOMOB, TEILIOBBIX napaMmerpax u T.j4. Hc-
CJIEJIOBAHNE TAKUX CIOXHBIX OOBEKTOB, KaK KPUCTAJIbl OEJIKOB, COJIEpIKAIME THICSIYU aTo-
MOB B 3JIEMEHTAapHOH SYelKe, BO3MOXKHO TOJIBKO METOAaMH TU(GPAKINA Ha MOHOKPHCTAJ-
nax. C TOYKM 3peHusi XMMHUH, T€TEPOreHHOr0 KaTalu3a, 'e0JIOTMH, T€OXUMUHU, MaTEPUAIIO-
BEJICHUSA, METAJUTYPTUH, T.€. TeX 00JacTell eCTeCTBO3HAHUS, OOBEKTHI HCCIEIOBAHMS KOTO-
PBIX IPEACTABIAIOT OO0 MOIMKPUCTAIIINYECKHE 00pa30BaHMsl, OCHOBHBIM HHCTPYMEHTOM
SIBJISIETCSI METOJI TIOPOIIKOBOM Audpakiuu, paspadorannsiii [1.11leppepom [14] u I1.JleGaem.
[Tonasnsiromiee GOJIBIIMHCTBO BEIIECTB CYIECTBYET HMEHHO B IOJMKPHUCTANINYECKOM CO-
CTOSIHUH, TIO3TOMY Pa3BUTHE METOJOB MOPOLIKOBON JU(PPAKTOMETPUU HPUBJIEKAET OCHOB-
HO€ BHHUMAaHWE W 3HAUYUTENbHbIE YCUJIHS MCCIIeoBaTeNel, paboTaromux Kak Ha jadopaTop-
HBIX IPUOOPax, Tak U B pa3auyuHbIX HeHTpax CU.

['oBopst 06 ucnonb3oBannu CU B peHTTeHOCTPYKTYPHOM aHAIW3€ MOJTHKPUCTAILIH-
YEeCKMX MaTepHajoB, OOBIYHO MMEIOT B BUAY TPU OCHOBHBIX IOTPEOMUTENBCKUX CBOMCTBA
CH - ero BBICOKYI0 MHTEHCUBHOCTb, Y3KYIO HAIpPaBIEHHOCTb M HENPEPBIBHBIN INagKUN
CIIEKTP B PEHTI'€HOBCKOM Juana3zoHe 3Hepruil potoHos. IlonspuzaninoHHble XapaKTepUCTH-
KW U BpeMEeHHAs cTpykTypa nydyka CH nprHHMaroTCsl BO BHUMAaHKE, HO HE SIBIISIFOTCS OIIpe-
JEISIONMME B SKCIIEPUMEHTaX IO MOPOUIKOBOW Audpakuuu. Bece 3T OCHOBHBIE CBOMCTBA
CH no3BoSSIIOT IPOBOJUTBE UCCIIENOBAHUS, KOTOPHIE NIPUHIMIINAIBHO HEBO3MOXKHO OCYIIIE-
CTBUTH Ha JIAOOPATOPHBIX TU(PPAKTOMETPAX C TPATUIHMOHHBIMU WCTOYHUKAMHU U3TyUCHHS.
JlaHHas riaBa npejacraBisieT coboil 0030p AUGPAKIMOHHBIX KCIEPUMEHTOB, pa3paboTaH-
HBIX METOJUK M 000PYyIOBaHHS SKCIEPUMEHTAIBHBIX CTAHIIMI HA CHHXPOTPOHHOM H3JTyYe-
HUM JUIsl IPOBECHUS TU(PPAKIMOHHBIX UCCIIEI0OBAaHUM C pa3pelleHrneM 10 BPEMEHH, C BbI-
COKHMM YTJIOBBIM pa3pelIeHUEM U C UCIOIb30BAHUEM PE30HAHCHBIX 3((HEKTOB B PEHTIECHO-

CTPYKTYPHOM aHAJIM3€ MOPOILKOB.
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1.1. CBOMCTBa CUHXPOTPOHHOrO U3STYYEHMUS.

[TonpoOHbIE paccMOTpeHUs 3a/ayu O PACHpPEEICHHMH WHTEHCUBHOCTH H3JIy4YEHUS
3apsDKEHHOM YacTUIEW NpH MPOU3BOJIBHOM YIbTPAPEISITABUCTCKOM JIBXKEHUHM JIaHBI B
MHOTOYHCJIEHHBIX y4eOHUKaX Mo djeKkTpoanHamuke [8; 15; 16]. Cnexyer oTMeTuTh, B 4a-
CTHOCTH, YTO TOJHAs MHTEHCUBHOCTb M3JTYyUYEHHS MPOMOPILUOHATbHA YETBEPTON CTEIECHU
SHEPrUM YacTHll, a YIIIOBOM MHTEPBAJ, B KOTOPOM MHTEHCHUBHOCTH 3aMETHO OTJIMYHA OT HY-
JIsl, IPOTIOPLIMOHAJIEH OTHOIICHUIO HEPTUU MOKOSI YaCTHUIbl K YHEPTrUU JABUXKYILEHUCS Yac-
Tulpl. 1 npakTHueckux pacyéToB napameTpoB mydka CU u onTHYecKuX 3J1eMEHTOB JKC-
NEPUMEHTAJIbHBIX CTAHIMI CYIIECTBYIOT KOMILIEKCHI CTIEIMATU3UPOBAHHBIX MPOTPAMMHBIX
nakeToB [17], a 11 MPOCTHIX OIEHOK yI00HO MOJIE30BaThCS COOTHOMIeHUIMU [11]:

B[kI'c]-R[m]=33.35E[I3B],

rae B — MmarauTHoe noJie, R — paguyc opOUTHI 3JIEKTPOHOB, £ — 3HEprus 3JEKTPOHOB B Ha-
KOIUTEJIE.
Kpurnueckas qyirHa BOTHBI U3TYyUYEHUS:
A=5.59R[M)/E’[T'38]=186.4/(B[xIc]-E°[T38])
Kputnueckas sneprust (poToHOB:

£.=2218E’[I'3B)/R[M]=66.51B[xI'c]-E*['38].
Momtnocts nyuka CY — MOIIHOCTh CHHXPOTPOHHOTO U3JIYy4€HUS, IPOCYMMHUPOBAHHAS IO
BCEM JUIMHAM BOJIH, TPOMHTETPUPOBAHHAS MO BEPTUKAJILHOMY YIIIy, B MIJIJIUpaJAUaH pajau-
aJbHOTO yria:

Py[BT/™Mpan]=14E"[[38]-I[al/R[M]=0.42B[xIc] E’[T38] I[A].

[Totok ¢GOTOHOB — MOJHOE YUCIO (POTOHOB BCEX HPHEPTUM, M3Iy4aeMbIX JJIEKTPOHAMH B
MUJUIHPAJIMaH PaJuaibHOTO yria:

Ns[doton/cex-mpan]=1.3-1017E[I3B]-I[A].
CrieKTpasibHbI MOTOK (POTOHOB — MOTOK ()OTOHOB HA JAHHOW JUIMHE BOJHBI A B OTHOCH-

TEIbHOM UHTEpPBAJIE [UTHH BOJIH AA/A:

N(\V)[doron/cex-mpan]=2.46-1016-1[A]-E[T3B]: F(%}%:O.w NX- F(/lijA_j’

(& c

rae F (/lij — YHUBEpCalIbHAS CIIEKTpaIbHas PYHKIUA.

c
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1.2. O6opyaoBaHMe aKCNepMMeHTarnbHbIX CTaHLUA NOPOLIKOBOU AndpaKTo-
MeTpuMm.

[lepBbie SKCIIEPUMEHTHI TIO MOPOIIKOBOM Au(pakTOMeTpuu ¢ ucnoib3oBanueM CU
ObLu BBIMTOTHEHBI B 1976 roay B 'amOypre Ha uctounnke CU DESY meTtonom sneproauc-
nepcuoHHOM audpakiuu [18]. O6pazer 001y9danu BHICOKOKOJUTMMAPOBAHHBIM ITOJIUXPOMa-
tuyeckuM mydkom CU, a nudpakuroHHas KapTHHA PErMCTPUPOBAIACh MOIYIPOBOIHUKO-
BBIM JIETEKTOPOM, YCTAHOBJICHHBIM 10/ ((MKCUPOBAHHBIM YTJIOM K MaJalonieMy MydKy, Kak
3aBUCUMOCTb JU(parupoBaHHOW MHTEHCUBHOCTH OT 3HEpPruu (oToHOB. Takoi MeTon yno-
O€H IS ucclieoBaHUsl 00pa3lloB, HAXOSAIINXCS B AKCTPEMAJIbHBIX COCTOSIHUSIX, HAITPUMeED,
B siuelike BbICOKOro naBiieHus [19]. Pa3pewmenne Ad/d B 3ToM cityyae IUMUTHUPYETCS dHEP-
reTUYECKUM pa3pelieHueM MOJYIPOBOAHUKOBOTO I€TEKTOpa U HE MPEBBIIIAET OOBIYHO 3HA-
gennit 5-107. PasymeeTcst, TAKOrO pa3pelIeHHs HEJOCTATOUHO JUTS IPELU3HOHHBIX CTPYK-
TYPHBIX MCCIIEIOBAHMI, I0ATOMY 3a/1a4l, CBSI3aHHbBIE C ONPEACICHUEM CTPYKTYPHBIX Iapa-
METPOB 00pasiia ¢ BBHICOKOW TOYHOCTHIO, HEOOXOJUMO PEIIaTh C MCIOJb30BAHHEM MOHO-
XPOMATHYECKOTO U3JIYYEHUSI C COOTBETCTBYIOIIEH CTENEHBIO MOHOXPOMATH3ALIUH.

[TepBuunbiii mydok CH o0amaeT BRICOKOM €CTECTBEHHOM KOJUTMMAIIMEH, €ro pacxo-
JUMOCTD 3aBUCUT OT SHEPIUU 3apsHKEHHBIX YACTHUIl B HAKOMUTENIE U COCTABIIACT, KaK MPaBU-
710, necarsle nonu muwunpaauana [20]. Yrnosas pacxoaumocts myyka CH u kauecTBo npu-
MEHSIEMBIX JUCIEPTUPYIOIIUX AJIEMEHTOB OMPEAEIAIOT MUPUHY MOJIOCH IPOITYCKaHUSI MO-
HOXpOMATOpa, WM UHBIMH CJIOBAaMHU CTENIEHb MOHOXpOMAaTHU3aluu u3inydeHus. s pentre-
HOBCKOTO M3IIYYCHUS JUCIICPTHPYIONIUMH JJIEMEHTAMH MOTYT OBITh KPUCTATMYECKUE Pe-
HIETKH, 00JIafjatolue JOCTaTOUYHOM CTENEeHbI0 YCTOMUMBOCTH KaK K pPaJMalldOHHBIM, TaK U
TEIJIOBBIM Harpy3kaM. B kauecTBe MOHOXpOMATOPOB B JKECTKOM PEHTTEHOBCKOM JMana3o-
He dHepruil (oTOHOB HamboIee MHUPOKO MPUMEHSIIOTCSI COBEPIICHHBIE KPUCTAIUTBI KPEMHUS
[21-23]. Couetanue Maniol yriioBou pacxoaumocTt nyuka CH u coBepileHCTBa KpEeMHHUE-
BOI'0 MOHOKPHCTAJUIA MO3BOJIAET, HCIOJIb3Ys NAXKE MUIOCKUNA (HEM30THYTBIN) KPUCTAILI, I10-
Jy4aTh CTEIEHb MOHOXPOMATHU3allMM HA YPOBHE (2-3)-10*. OcHoBHBIE CXeMbl MOHOXpOMa-
tuzanuu CU 6butn pa3paboTansl eiie B KoHile 70-X ro0B NpOLUIOro CTOJETHUS, U C TEX MO
NPAKTUYECKU HEe U3MEHWIHCh. MHOTooOpa3uto MoHoxpoMmatopoB CH Ha ocHOBe KpemHHUe-
BBIX KPUCTAJJIOB MOCBSIIIEHBI HECKOJIBKO 0030p0B [24-27].

HenaBHo ctanu 1OCTYNmHBI CHHTETUYECKHE ajMasbl pa3Mepamu, JOCTaTOYHBIMU IS
CO3ZIaHMs U3 HUX ONTHUYECKUX AIEMEHTOB MOHOXpOMaTopoB. Teopernueckue OuLEHKH (-
(EeKTUBHOCTH aIMa3HBIX MOHOXPOMATOPOB OBLIM MpPEACTaBICHB B [28], MEpBBIA OMBIT
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IPAKTUYECKOr0 MPUMEHEHHUs aaMa3oB i1l MOHOXpoMatuzanuu nyyka CU ocymectsuiu B
Erporneiickom Llentpe Cunxporponnoro uznydenust ESRF B I'penobne, @panuums [29-31].
BriocnenctBum aniMa3Hbie MOHOXPOMATOPBI OBUTA YCTAHOBIICHBI HA OHAYJSITOPHBIX KaHAJIAX
BBICOKOU sipkocTH Ha uctouHukax APS, CIIIA [32], u Spring-8, Anonus [33; 34]. Anma3
o0namaer OOJIBIION TETUIOEMKOCTBIO, XOPOIIIel TEIJIONMPOBOIHOCTHIO, YCTOWYMB K BO3JCH-
CTBUIO PEHTTEHOBCKOT'O M3JIy4YEHUS, IOATOMY aJIMa3HbIe MOHOXPOMATOPHI MPECTaBISIOTCS
UJCaIbHBIMU ISl IPUMEHEHHUS Ha BHICOKOMHTEHCUBHBIX Mydykax CU. dakTtopom, JIUMUTH-
PYIOIIMM LIMPOKOE PaCIpOCTpaHeHHe KPUCTAIOB ajiMasza JUisi MOHOXPOMAaTHU3alUKU U3ITY-
YEeHMUs], ABJISETCS, OUEBUIHO, UX BBICOKASI CTOUMOCTD.

Kak Ob1 HM OblIa Mana yrioBas pacxoauMocTs nyuyka CU B BepTHKanbHON IUIOCKO-
CTH, OHa BCE K€ 3HAYMTEJIbHO IPEBBIIIAET YIJOBbIE IMUPHUHBI PEIEKCOB COBEPIIEHHBIX
KPUCTAJIJIOB FepMaHusi, KpEMHHUS U aiMa3a. IMEHHO OHa OrpaHMYMBAET CTENEHb MOHOXPO-
MaTu3aluK 3HadeHneM AAA=o-ctg®, rae o — pacxoaumocth nyuka CH, a ® — yrom nase-
HUS U3JIy4YEHUS HAa MOHOXpPOMATOp. YJIYUIIUTh 3TOT MOKas3aTeldb 0€3 MPUMEHEHHUS Y3KHX
KOJUTMMATOPOB U MPAKTHUECKH 0€3 MOTepbh MHTEHCUBHOCTU MOXHO, JIUIIb YMEHbBIINUB BEJIH-
YUHY PACXOJMMOCTH IIyyKa. JTO JOCTUIAETCS MyTEM BBEJIEHUS B ONTHUYECKYIO CUCTEMY Ka-
Hana CH wm3ornyTthiX 3epkasl nojHoro BHemHero otpaxkeHus (IIBO). CooreercTByromum
U3ruOOM 3epKajia MOKHO JOOUTHCS MPAKTUYECKH HEPACXOJSAIIErocs Mydka, U B 3TOM CIy-
4ae SHEPreTUYECKOE PA3PEIICHUE MOHOXPOMATOPA MOBBIIAETCSA 10 3HAYCHUI 10°-10° npu
JIOBOJILHO OOJIBIIMX MOIMEpPEeUHbIX pazmepax mydka CU, uTo siBisieTcs BaXKHBIM JIJIsl IOPOLI-
KOBOW JU(PPAKTOMETPHUH.

3epkana [IBO B ontuke nyukoB CH urparot eiie oHy BaxHYI0 poJib. Kak n3BecTHoO,
aprnenue [IBO nabmiomaercs B cirydae, KOrAa MaJarollee M3JIydYeHHUE HAMPaBICHO Ha TO-
BEPXHOCTH 3€pKaJia I0J] YIJIOM MEHbIIIE HEKOTOPOTO yIia, Ha3bIBAEMOr0 KpUTHUYECKUM. Be-
JMYMHA €T0 3aBUCUT OT MaTepualia 3epKajia U OT SHEPruu MAJaronlero M3Ny4yeHHus, TaKUM
o0Opa3om, Npu NaJAEHUHN U3IYYEHHUs] Ha MIOBEPXHOCTh O] ONPEJECICHHBIM YIJTIOM B CIIEKTpE
OTPaXEHHOI'0 My4YKa MOSBISAETCS KOPOTKOBOJHOBAs TI'paHUIa — MHTEHCUBHOCTH BBICOKO-
SHEPreTUYECKOW KOMIIOHEHTHI CYIIECTBEHHO HIDKE, YeM HH3KOIHEPIeTUYECKOH. DTOT -
dekt ucnonn3yercs B 3epkanax [1BO mis nogaBieHus: u3iydeHust, OTPaKEHHOTO MOHOXPO-
MaTOpPOM B BBICIIHMX MOPSAKAX.

Wtak, TunudHass cTaHmus IJs AUQPPAKITUOHHBIX HCCIEAOBAHUNA TMOTHKPUCTAIIIIYC-
CKHUX MaTepUajioB MPEJIoJiaraeT BEPTUKAIBHYIO MJIOCKOCTh MU(paKIUU B CUTY MOJspU3a-
IMOHHBIX XapakTepucTuk nmydka CU, mepuunoe ¢oxycupytromee 3epkano [I1BO ¢ mokpsi-
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THEM M3 TSDKENBIX METAJJIOB, MOHOXPOMATOP ABYKPATHOTO WM 0OJiee OTPaXKEeHHsS IS CO-
XpaHEHHUs HampaBlieHusl IEPBUYHOrO My4yka, BTopuuHoe 3epkanio [1BO, nepxarens obpasia
U CHCTEeMY JeTeKTupoBanus. OOpa3zer MoKeT MPEACTaBIATh COOOM MITOCKYIO IMIACTHHY WIIH
3aMoJHATh TOHKOCTEHHBIH €Ja00 MOTJIOMIAOIIMM PEHTIEHOBCKOE H3JTyUYE€HUE Kamuuisp.
XKemarenpHo o0ecnieunTs BpalmieHUe oOpasia A YCPEAHEHUS MO OPHEHTALUSM KpPHUCTAaJ-
JUTOB. DTO CTAHOBUTCSI OCOOCHHO CYIIECTBEHHBIM JIJISi KPYMHBIX KPUCTAJUIUTOB Pa3MepoM
nopsiika MUKpoHa u Ooiee. Jlepxarenem oOpasiia MOXKET TaKKe CIYKHUTbh YCTPOUCTBO IS
CO3JaHMs OCOOBIX YCIIOBUM, HAIIPUMEDP, BHICOKUX WJIM HU3KUX TEMIIEpaTyp U ra3oBbIX peak-

[IUOHHBIX Cpel.

1.3. AndpakTomeTpus ¢ paspeieHMeM no BpeMeHMu.

B mepBbIx sKcnepuMeHTax mo ucnois3oBaHuio CU B cTpykTypHOM aHanm3e Hambo-
Jee MpUBJIEKATEIbHBIM TAPAMETPOM MCTOUYHHKA ObLJIa BBICOKAast MHTEHCUBHOCTbD, MTO3BOJIHMB-
1asi OBBICUTh YYBCTBUTEIBHOCTh METOJA W YIYYIIUTH BpeMeHHOe paspeuienue. Craino
JOCTYIHBIM MPOBEJIEHNUE JMHAMUYECKUX NU(PPAKIIMOHHBIX SKCIEPUMEHTOB C MaJbIMH Xa-
paKkTepHBIMU BPEMEHAMHU HCClleyeMbIX TporeccoB. CoBpeMeHHbIE HICTOYHUKU U PETUCTPU-
pyrolasi anmnaparypa Mo3BOJISIOT MCCIEA0BATh M3MEHEHHs, MPOUCXOAIUE B oOpasie 3a
MUJUIMCEKYHIHbIE MHTepBasibl. OUeBHJIHO, UMEHHO JWHAMHUYECKOoe ToBeaeHue (Hha3oBOro
cocTaBa M CTPYKTYpHI 0o0Opasiia 1Moj BIUSHUEM BHEIIHUX YCIOBHH MPEACTABISET HanOOIb-
MM MHTepec IS MccieloBaTeseil, Mo3TOMY OCHOBHAs Macca MyOJIMKalui, Kacaroluxcs
CTPYKTYpHBIX HccaeaoBanuil Ha CU, mocesieHa 3KCIEpUMEHTaM € pa3pelleHueM [0 Bpe-
MeHu. MaTencuBHocT myyka CU 1ocTaTouHO AJs MPOXOKIEHUS U3JIYYCHHs Yepe3 BXOJ-
HBIE Y BBIXOJIHBIE OKHA XMMHYECKUX PEAKTOPOB M CKBO3b OKPYKAIOUIYI0 o0pa3el cpeay pe-
AKLIMOHHOM KaMephbl, TaK YTO CTAHOBUTCS BO3MOKHBIM PEAJIN30BATh IKCIIEPUMEHTHI In Situ,
T.€. HETOCPEICTBEHHO B YCJIOBHUSX XMMHUYECKON PEAKIMU MPU BBICOKUX TEeMIlepaTypax U
NOBBIIICHHBIX JaBleHUAX. B cnenmnansHOM BhITycke xypHasia MRS Bulletin ony6mmkoBan
MOAPOOHBIN 0030p IKCIIepUMEHTANBbHBIX MeTo0B In Situ na CU [35].

bonpmme nmotoku GoToHOB, KOTOphie 0OecneunBaeT CU, misl yCHEIHOTO BBIMTOJHE-
HUSl DKCIIEPUMEHTOB TPeOYIOT aJeKBAaTHOM perucTpupyrollel anmapatrypbl. B HEKOTOphIX
ClIyYasix JIeTeKTUpOBaHUE JUGparupoBaHHOTO M3IyYEHUs! YA0OHO OCYIIECTBIATH B yKe 00-
CYX/IaBILIEHCS] SHEPrOUCIIEPCUOHHON CXeMe, OJHAKO 0oJiee PacTpOCTPAHEHHOU SIBISIETCS
CXeMa C YIJIOBOM aucmepcueid, B KOTOPOH HCIOIb3YIOTCS Pa3HOOOpa3Hble MO3HIIMOHHO-

YyBCTBUTENbHBIE JIETEKTOPHI. BbicOKas BxomHas mHTEHCUBHOCTH mmydka CU u ObicTponeit-
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CTBUE JIETEKTOPOB 00ECIEUNBAIOT BO3MOKHOCTD ITPOBEIEHUS UCCIIEI0BaHUM pa30aBIEHHbIX
Wi c1abo paccenBaronMX 00pas3IoB, TaKWX, HAIPUMEp, KaK Ouoyiornyeckue o0ObeKThl. B
paborax A.A.Bazunoii u ap. [36; 37] O6puta oTpaboTaHa METOAMKA W BBHITIOTHEH ITHKI 3KC-
NEPUMEHTOB 10 UCCIIEIOBAHUIO JUHAMHUKU COKpAILIEHUSI MBILIIBI JISTYIIKH. PeHTreHorpam-
MBI B 00JIACTH MAJIBIX YTJIOB JU(PPAKIIUU PETUCTPUPOBAIHCH OJHOKOOPIAMHATHBIM TTO3HIIH-
OHHO-YYBCTBUTEIBHBIM JIETEKTOPOM C paspelieHuemM no spemenu 1100 mcex/kap.

JlndpakmoHHbIE UCCIEAOBAHUS B PEXKHME PEATbHOTO BPEMEHHU IO3BOJISIOT HCCIIe-
J0BaTh JUHAMUKY MPOIIECCOB, MPOUCXOISIIMX B TBEPJOM TeJ€ MOJ ACHCTBHEM Pa3IMYHbIX
yclloBUH, (UKCHUpOBaThH 00pa3oBaHUE MPOMEKYTOUHBIX KOPOTKOKHUBYIIUX TBEPIO(a3HBIX
MPOJYKTOB WJIU CIIETUTH 32 JBUKEHUEM (PPOHTA TOMMOXMMHUYECKON PEaKIUU. YHHUKAITHHBIM
npuMmeHenreM CH MOXHO cuuTaTh MCCIEIOBAaHUE MPOILIECCOB TUAPOTEPMAIBLHOTO CHHTE3A
[38; 39], mporekaroMX B aBTOKJIAaBaX IPU BBICOKUX TEMIIEpaTypax U AaBiIEeHUSX. B aTom
clly4ae MOTYT ObITh IIPOMOJEIUPOBAHBI MPOLECCHl TEOXUMUYECKOTO CHHTE3a MPUPOIHBIX
MUHEPAJIOB, 3aPOKIEHUE U POCT LIEOJIUTOB WIM METAJUIOOPTaHUYECKUX KapKacoB.

[ToTok ¢oroHOB, MagarouMii Ha oOpazell, IpU MPOYUX PABHBIX YCIOBUSAX TeM OOJIb-
1Ie, 4yeM OO0JIbllIe CHeKTpalbHasl HIMPUHA TOJOCH MPONyckaHusi MOHOXpoMartopa. CienoBa-
TEIHHO, BPEMEHHOE paspenieHne qudpaKToMeTpa TEM BHIIIE, YeM XYXKe CTEleHb MOHOXPO-
maTtu3anuu nmydyka CU. Yxyaiienue cTerneHd MOHOXpOMAaTHU3alii BeJIEeT K MOTepe yrioBOro
pazpenieHns 1u(paKTOMeTpa, MO3TOMY MPHU MPOBEACHUN SKCIIEPHMEHTOB C pPa3pelieHHEM
10 BPEMEHM CJeAyeT HaTh OalaHC MEXIy MPHEMIIEMbIM YIJIOBBIM pa3pellieHueM U Tpe-
OyeMbIM pa3pellieHreM 0 BpeMEHH. B Takux yclIOBHsIX MOBBIIIEHHE BPEMEHHOIO pa3peliie-
HUSL BO3MOKHO TOJIBKO IPH MOBBIIIEHUH BXOJIHOTO MOTOKa (POTOHOB, KOTOPOE MOTYT obOec-
NEYUTh CHEIHAbHbIE YCTPOICTBA, TaKUE KaK JJIUHHBIE OHIYJSATOPHI WU Ja3epbl HA CBO-
001HBIX AekTpoHax. [IpuMeHeHne MocIeHUX MOXKET MPUBOAUTH K PAJAUALMOHHOMY IO-
BPEXKJIEHHIO 00paslia BIUIOTh JI0 €r0 pa3pylIeHUs, HO C MOMOIIbBIO aJeKBAaTHOM JETEKTH-
pytomieit anmapatypsl [40—43] BO3MOKHO pETrHCTPUPOBATH MPOIECCHI, MPEAIIECTBYIOIINE
paspyleHuto 0opasiia Uiy IPUBOALINE K ITOMY Pa3pyLICHHIO.

Ecnu sxe KpuTUYHBIM B JaHHOM KOHKPETHOM HCCIIEIOBAHUH SIBJISIETCA HE BpeMEHHOE,
a YyIJOBOE€ pa3pellieHre, MOMUMO BBICOKOM BXOJHOM MHTEHCHUBHOCTU MPUHIUIHUAIBHYIO

POJIb UI'paCT Majiad yIjioBasd paCXOAUMOCTD ITyYKa CUB BepTHKaHBHOﬁ IIJTIOCKOCTH.
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1.4. AndpakromeTpusi C BbICOKUM YrnoBbIM pa3peLleHUemM.

KoneunsiM 31emMeHTOM mopouikoBoro audpaxkromerpa Ha CU, kak U B TpaaUIHOH-
HOM Ciy4ae JIaDOpaTOPHBIX MCTOYHUKOB M3IIyYEHHUS, SIBISETCS CUCTEMA JETEKTUPOBAHMSL.
Kak u3Bectno, CU obnanaeTr nuHelHON noJisipu3alueld B MIOCKOCTH OPOUTHI 3JIEKTPOHOB,
KOTOpast B OOJIBIIIMHCTBE CIy4yaeB SBIISETCS TOPU3OHTAIBHOW. VICKITIOYEHHE COCTABISAIOT
HEKOTOphIe crienr(uueckre BCTPOCHHBIE YCTPOMCTBA, B KOTOPHIX IYYOK 3JIEKTPOHOB OT-
KJIOHSIETCSI IPOCTPAHCTBEHHO MEPUOJINYECKUM MAarHUTHBIM IOJIEM B IJIOCKOCTH, NEPIEHIM-
KYJISIPHOM IJIOCKOCTHU HAKOIUTENS, WK JIBHXKETCs 1o cnivpanu [44]. [ToaTomy u3itydeHue us3
MOBOPOTHBIX MAarHUTOB U TFOPU30HTAJIbHO OTKJIOHSIOIIMX BUITJIEPOB U OHAYJIATOPOB JIH-
HEWHO MOJIIPU30BAHO B TOPU3OHTAIBHOM IIOCKOCTH. [IpH OTKIIOHEHMHM OT IIOCKOCTH Op-
OUTHI U3TyYeHHE MPUOOPETACT BEPTUKAIBbHYIO KOMIIOHEHTY MOJSPU3ALUU, A0S KOTOPOH
cocrasiisieT He Oosiee 20%. ITO 0OCTOATENBCTBO JTUKTYET BHIOOP BEPTHKAIBHOTO PACIIOJIO-
KEHUS MIJIOCKOCTU NU(paKIMU, TaK KaK B BEPTUKAIBHON MJIOCKOCTU pacCcesHHass MHTEHCHUB-
HOCTb FT'OPU30HTAIBHO MOJIIPU30BAHHOIO U3JTyUYEHHUS HE 3aBUCHUT OT YIJIa PacCesiHUS.

Peructpanus nudparupoBaHHOTO U3ITyYE€HUS OCYIIECTBIISAECTCS Pa3IMYHbIMU YCTPOU-
CTBaMH, YyBCTBUTEJIbHBIMU K MOHU3UPYIOLIUM HU3JIYYEHHUSIM. ITO MOTYT ObITh HOHU3ALMOH-
HbIE KaMephl, CIMHTWUIALUOHHBIE JETEKTOPHI, TPUOOPHI C 3apsSA0BOI CBA3BIO, (DOTOIMOIBI
WM PEHTI€HOBCKUE 3alIOMUHAIOIINE SKPaHbl. JleTeKTOpbl MOTYT (PUKCHUPOBAThH IUdparupo-
BaHHYK0 MHTEHCUBHOCTbH B OJIHOM HAlPABJIEHUU (TOUEUYHBIE JETEKTOPHI) WM B HEKOTOPOM
IIPOCTPAHCTBEHHOM WJIM YIJIOBOM JWana3oHe (IMO3UIMOHHO-YYBCTBUTEJIbHBIE OJHO- HIIH
JBYXKOOpPJMHATHBIE 1€TeKTOPbI). [103MIIMOHHO-UyBCTBUTENbHBIE AETEKTOPBI IPUMEHSIIOTCS
B OCHOBHOM B 3KCIEPUMEHTaX, TPEOYIOIINX pa3pelieHus Mo BpeMEeHH, TOTAa Kak AJis Ipe-
U3UOHHBIX MCCIEIOBAHUIN HCIOJIB3YIOTCS CKaHHUpYIOUIMEe TU(dpaKkTOMETPhl, MOCIeI0Ba-
TEJIBHO U3MEPSIOMNE TU(PParipOBAaHHYI0 HHTEHCUBHOCTh TOUYEUYHBIMH JIeTeKTopamMu. Takue
CHUCTEMBI JIETEKTUPOBAHUS BO MHOTOM AHAJIOTMYHBI PETUCTPUPYIOLIUM CUCTEMAM TpaaUIIU-
OHHBIX Ja0OpaTOpHBIX Au(ppaKTOMeTpoB, onHaKo B cirydae CU cremgyeT yuyuTeiBaTh 00Ib-
HIMe MOoToKu (OTOHOB, MOAITOMY TpeOyeTCs MPUMEHEHHE COOTBETCTBYIOIIEH AIEKTPOHUKH,
CHOCOOHOM 3TH TOTOKM KOPpEeKTHO m3MepsATh. Ckanupyromme audpakromerpst Ha CU
MPEIOoIaraloT HECKOJIBKO PA3IMYHBIX MHCTPYMEHTAIbHBIX KOH(UTypanui, 0030p U MOJ-
pOOHBII aHaMN3 KOTOPHIX npuBeacH B pabote [I.Kokca [45].

Bce npuMeHnsieMbie B HAacTOAIIEE BPEMsI CXEMbl KOH(PHUTypaIiii CKaHUPYIOIUX Tpe-

IU3MOHHBIX MOPOILIKOBBIX NU(]PpakToMeTpoB Obutn TpenioxkeHsl B 70 — 80-x romax mpo-

22



nuioro Beka. Eciau paccMaTpuBaTh UX B MOPAJAKC IMOBBIINCHWA WHCTPYMCHTAJIBHOI'O pa3pe-

IOCHUA, TO OHU COCTABJIAIOT CIICAYIOIINUC TPU 0a30BEIC KOHIICIIHUH:

1.

JludpakToMeTp C IUIOCKAM 00pa3loM M Y3KUMHU BXOJHOW W MPUEMHOU IMIEISIMU OBLT
paspaboTtaH u ycranoBiieH B Stanford Synchrotron Radiation Laboratory (SSRL), Ctan-
dopna, CIIA [46]. Pazpenienne B JaHHOM cllydae OMPEIENsieTCs] pa3MepaMy KOJUTUMH-
PYIOIIMX IIEJeH U PaCCTOSTHUEM MEXAy 00pa3loM U MPUEMHON 11eNblo. MUHUMAalIbHAS
mmpuHa peduiekca coctasisia 0.08° mpu cylmecTBEHHOM YBEIMYEHHH WHTEHCHBHOCTH
Y COKpALIEHUHU, COOTBETCTBEHHO, BPEMEHU IOJIyYEHHUs PEHTTEHOIPaMMBbI 110 CPABHEHUIO
¢ TpaauuuoHHbIMU npubopamu. [lockonbky mydok CU mmeer Manyro pacxoguMOCTb,
3acBeurBaeMasi Ijona b o0pasia Maia W3-3a MajJOCTH BXOJHOM IIENd, U IS MOJTyde-
HUS TIPABWJIBHOTO COOTHOILIEHUS WHTEHCUBHOCTEH pediekcoB HE0OX0IMMO MPUMEHSTh
3¢ (eKTHBHBIE CITOCOOBI YCPETHEHUS OPUEHTAIMA YaCTHI] B MIOPOIIKE, HE OTPAHHYNBA-
SCh BpAILlEHUEM IJIOCKOTO 00pa3lia BOKPYT HOPMAJIH K MOBEPXHOCTH. YBEJIMUEHUEM pa-
aryca qugpakToMeTpa U CYKEHHEM MPUEMHON IIETH MOYKHO JOOUTHCS OYEHb BHICOKO-
IO UHCTPYMEHTAJIBHOTO Pa3pelieHusi, HO, B CUIy KOHEYHOM, XOTS U Majoi, pacXoauMO-
CTH ITy4Ka, HeM30eKHbI 3HAYUTENbHbIE TIOTEPU CBETOCUIIBI MPUOOpA.

3amMeHa y3KOH NMPUEMHOM LIENH Ha FOPU3OHTAIbHBINA IUIOCKONAPAJUIENIbHBIN KOJUIMMA-
TOp MaJIol YyIJIOBOM pacXoauMOcCTH [47] Mo3BOJIMIa YBEJIMYUTh Pa3MeP BXOJHOW IIENH,
a BMecTe C Hel MHTEHCHUBHOCTH IyYKa M OCBEHIAEMYIO OBEPXHOCTH oOpasua. Crocob
yCpEIHEHUS! OPUEHTAIMN KPUCTAINIUTOB MEepecTall ObITh CTOJIb KPUTHUECKUM KaK B IIpe-
aplaymeM ciydae. [Ipu 3ToM ymydmmioch W pa3pemieHue, U MHupruHa peduieKcoB Co-
ctaBisna yxe ~0.05°. qudpaxkromeTp ¢ Takoit cxemoit Ob11 Takxke pa3padoran B SSRL,
a BIIOCJICICTBUU aHanornyHbie nmpubopsl nosuiuch B HASYLAB, I'amOypr, u B SRS,
HapcGepu [48; 49].

B tpetbeii cxeme mudpakToMeTpa posib Y3KOHW MPUEMHOM eI WUrpaeT TIOCKHM CO-
BEPILIECHHBIN KPUCTAJI—aHAIM3aTOP, YCTAHOBJICHHBIM 1OX yrioMm bparra Hemocpencr-
BEHHO Tiepes, netektopoM. Takas cxema Obuta mpemioxeHa B Cornell High Energy
Synchrotron Source (CHESS) B 1983 roay [50], a B 1984 rony Obuik mpoBeACHBI Jie-
TajgbHas ee MpopadOTKa M UCCIEIOBAaHUE MHCTPYMEHTAIbHBIX XapaKTEPUCTHK AUPpPAK-
tomerpa [51]. Kpucramn—ananuzatop, o6srayno Si(111) mmm Ge(111), obGecreunBaet
OYEeHb BBICOKOE MHCTPYMEHTAJIbHOE paspemeHue u mupuny pedaexcos ~0.01-0.03° B
6onpmom nuanasone yrios 2@. Kpome Toro, 3ta u npeapiaymas cxemsl TuppakToMeT-
pa HEYYBCTBUTENBHBI K TAKUM OMIMOKaM IOCTUPOBKH, KaK cMelleHne o0pasma OT IeHTpa
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TOHUOMETpPa U HapylIeHUue cooTHOIIeHuss ®-20, Beayiiue B 1a00paTOpHBIX TUdpPaKTo-
MeTpax K Me(OKyCUPOBKE M, B KOHEUHOM HUTOTE, YITUPECHUIO M CMEIICHUIO NU(paKIIn-
OHHBIX JIMHUN. THTEPECHO OTMETHUTH TaKXKE, YTO, UCIOJIB3YS TAKYHO CXeMy AU(PPAKTO-
METpa, CTaJI0 BO3MOXHBIM MOJYYUTh PEHTIC€HOIPAMMY OOBEKTa, COBEPILIAIOLIETO JIBH-
KEHHE B HEOOJBIINX TMpeesiaX BIOJIb NEPBUYHOTO ITydKa — JIOMACTeH TypOWHBI, Bpa-
HIAIOIIEHCS CO CKOPOCTHIO 5-10* 06/muH [52]. B sroit paboTe u3yJanauch MEXaHUUECKHe
HaIpsDKEHUSI, BO3HUKAIOIIME B AJIOMHUHUEBBIX JIONACTAX TYpOMHBI IPHU €€ BPAILCHUH.
Korpa nomacts TypOuHBI nepecekaeT BXOAHOW MOHOXPOMATHUYECKHM Iy4OK, 00JacThb
MajJieHUs IMy4Ka Ha JIONACTh JABUXKETCS MO €€ MOBEPXHOCTH, BbI3bIBASI MapajuiesIbHOE
cMmenieHne audparupoBaHHOTO Tydyka. JludparupoBaHHBIA IMy4OK JBIKETCS IO TI0-
BEPXHOCTH KpHCTaJlIa-aHAIN3aTopa U, OTPAKASICh OT HETO, IONAJAET B IE€TEKTOP B CIIY-
qae, €CJIM aHAITM3aTOp HAaXOAWTCS MOJa BparroBckuM yrioMm K AudparupoBaHHOMY ITyd-
Ky. Ecnu 370 ycnoBue He BBINONHSETCS, NETEKTOp (UKCHUPYET HYJIEBYIO HHTEHCHUB-
HOCTh. bbBUTO 3apeructpupoBano cmemenue peduekca (333)/(511) amoMuHHEEBOTO
crutaBa npumepHo Ha 0.16° s yrina 20~=135° BciencTBue BOZHUKHOBEHMS HAIPshKe-
HUH TOJ| IEHCTBUEM CWJI WHEpIHH. Takoe yriioBoe cMemieHune peduiekca cTajio pe3yiib-
TaTOM OTHOCHUTEJIBHOI'O MU3MEHEHHUSI COOTBETCTBYIOIIETO MEXKIUIOCKOCTHOTO PACCTOSHUS
(1, ciienoBaTeNbHO, NTapaMeTpa pemeTku) crasa Ad/d~1.2- 107,

[lepBrie nBe KOHGUTYpaluu, pa3zyMeeTcsi, He YCTPaHAIOT MpoOJeM, CBSI3aHHBIX C
droopecueHuen, Toraa Kak NpuMeHeHne KpUcTaljla—aHalln3aTopa MOJTHOCTRIO €€ T0/1aB-
nsiet. IMeHHo ¢ menbio n30aBiieHHus OT (IFOOPECIEHTHOTO M3JIYYCHHs] U ObUT BIIEPBBIC
NPUMEHEH IUIOCKUN COBEPILEHHBIN KpUCTAI-aHAIM3aTOp Ha AU(parupoBaHHOM ITyuKe.
[TonyTHO OBUTO OOHAPYXKEHO, YTO 3aPETHCTPUPOBAHHBIE Pe(IEKCHl MMEIOT OYEHb MAITYIO
HIMPUHY, U C TOTO BpEMEHHU cxeMa Iu(dpakToMeTpa ¢ KPUCTAJUIOM-aHAIN3aTOPOM Hayala
HIMPOKO MPUMEHSTHCS B pa3inuuHbIX HeHTpax CU. Tem He MeHee, U3NTydeHHE, OTPaXKEHHOE
MOHOXpPOMATOPOM B BBICHIUX MOPSAKAX AU(PPAKIMKU OCTAETCS, U €ro MO-IPEeKHEMY HE00X0-
JTUMO TOABIISITh, KaK IPABUIIO, C MMOMOIIBIO TNIOCKUX WK (okycupyromux 3epkan [1BO.

B 1986 romy B Jlabopatopuu [lapcOepu ObLT MpPOBEACH CEMUHAP, TOCBSIICHHBIN
PEHTIEHOBCKOM M HEHUTPOHHOW MOPOIIKOBOW AM(paKIMK BBICOKOTO paspelieHus. bouin
MPEJICTABICHBI COOOIICHHSI O TU(PAKTOMETPAX B PA3IUYHBIX IEHTPAX CHHXPOTPOHHBIX U
HEHUTPOHHBIX MCCIIEIOBAHUI U O BBIIIOJIHEHHBIX HA HUX JKCIIEpUMEHTax. MaTepuansl 3TOro
ceMuHapa ObUTH OIyOJIMKOBAaHBI B BHJe cOOpHUKaA ctateit [53] m3marensctBoMm Trans Tech

Publications. B 1987 roay 0bl10 mpeioxkeHO TeopeTuieckoe 06ocHOBaHuE U chopmymu-
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pPOBaHBI MPUHIUITEI JU3allHa TOPOIIKOBOTO IHU(PpaKTOMETpa BHICOKOTO pPa3pemieHus Ha
CUHXPOTPOHHOM u3NyueHuu [54]. O6cyxaeHbl pa3inyHble KOHGUTYpAlUU C TOUYKH 3pEHUs
OallaHca MEX]1y pa3pelieHueM U CBETOCUIION mpubdopa.

B nacTtosiee BpeMs npakTuuecku Bo Beex neHtpax CU B Mupe cyliecTByrOT dKCIie-
PUMEHTAIIBHBIE CTAHIIUH, TTPEIHA3HAYCHHBIC IS PEHTTCHOAU(PPAKIIMOHHBIX HCCIIEIOBAHMM
MOJIMKPUCTAINIMYECKUX MaTepuajoB C BBICOKMM YIJIOBBIM paspemieHueM. Kak mpasuio,
peaM3yIOTCSl MHCTPYMEHTAIbHBIE KOH(MUTYpaIluu, MPEAIoaralonye HCIoJIb30BaHNE
IJIOCKOT'O COBEPILIEHHOTO KpUCTAllJIa-aHaIM3aTopa Ha JudparupoBaHHOM Iy4Ke.

B xauecTBe mpuMepoB yKe CTaBUIMX KIACCHUYECKHUMH CXeM AU(PPAKTOMETPOB MOKHO
npuBectu cranuuo MCX [55] na ucrounuke Elettra, Tpuect, Utanus, cranuuto PDIFF
[56], ucrounuk ANKA B Kapncpya, I'epmanus, nudpakromerp B niearpe CU LNLS [57],
bpasunusi, unm ycTaHOBKY Ha HaKOMHUTEIHHOM KOJbIE B ABCTPAIUICKOM HCCIEI0BATEIb-
ckoM nentpe [58], Kneiiton, ABctpanus. B naHHbIX cinydasx qudpakTOMETphI MpeIcTaB-
JSI0T co00¥ CKaHUPYOIIKUE MPUOOPHI C OJHUM KaHAJIOM PErHCTPallid U BO3MOXKHOCTBIO
BbIOOpaA pexkuMa paboThl — BHICOKOpA3pEHIAtOUINil ¢ KPUCTAITIOM-aHATIU3aTOPOM UM C yMe-
PEHHBIM pa3pelIeHUEM, HO TTOBBIIIEHHOW YyBCTBUTEIBHOCTBIO, C TPAJAULIMOHHON MPUEMHOMN
HIeNb0 mepes] aeTekTopoM. K kareropuu oHOKAHATBHBIX TU(PAKTOMETPOB MOKHO OTHE-
ctu 1 MHoroueneByto craHiuioo CRISTAL [59] B Jlabopatopun Synchrotron SOLEIL,
Opaniusi, 000pyI0BaHHYIO 4-KPY>KHBIM TOHUOMETPOM, MIPEAHA3HAUYCHHBIM JJIS UCCIIEA0Ba-
HUSI KaK MOHOKPHUCTAJIJIOB, TaK U MOPOIIKOBBIX MAaTEPHUAJIOB.

B HekoTopbIX ciaydasix oKa3bIBA€TCS MPEANOUYTUTEIIbHBIM UCIIOJIb30BAHUE U3TyUECHUS
C MaJjoil AMMHOM BONHBI. BhicokosHepreTHuHble (POTOHBI 00s1agal0T OONbIIEH MPOHUKAIO-
e cnocoOHOCTHIO, TO3TOMY OHHU 0oJiee IPUTOAHBI B TEX cllydasx, Korjaa odpasell Haxo-
JUTCS B U30JUPOBAHHOM 00bEMe, HallpuMep, B siueiike BhICOKOro naBieHus. Kpome Toro,
UCIOJIb30BAHUE KOPOTKOBOJIHOBOTO H3JIYYEHMsI YBEIMYMBAET TUANA30H PETUCTPUPYEMBIX
BEKTOPOB DPACCESIHHSI W TO3BOJISIET JETEKTUPOBATh PEQIICKCHI C OOJBITUMHU WHIEKCAMHU
Munnepa. C apyroil CTOpOHBI, IPUMEHEHHE >KECTKOTO W3JIyYeHHsI HaKJIaJbIBaeT OCOObIe
TpeOOBaHUS HAa CPEICTBA MOHOXPOMATH3AIlMH, KaK MPABUJIO, B 3TOM CIy4yae B KaueCTBE pa-
0odero BapuaHTa BBEIOMPAIOT cXxeMy «Io Jlays», T.e. «Ha MPOXOXKACHHE». B kKauecTBe mpu-
Mepa MOXKHO mnpuBecTu nudpakromeTp [60], CMOHTUPOBAHHBINA Ha OHIYJISATOPHOM KaHale
P02 B ma6opatopuu DESY, I'amOypr, ['epmanus, na nakonmrene PETRA II1.

CrnenyromuM MaroM B pa3BUTHM almaparypbl A NPEUU3HOHHBIX HCCIIETOBaHUI

MOJIMKPUCTANIOB CTAJIO CO3J[aHUE MHOTOKAHAIBHBIX TU(PAKTOMETPOB. BriepBbie Takyio
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CXeMy MpeUIoKWIN U peanu3oBainu B EBponeiickom Llentpe CunxporponHoro Mznyuenus
ESRF, I'peno6sb, ®@panrmus [61]. [lepBonayansHO AUGpPAKTOMETp pa3MECTUIIN Ha KaHaJe
BM16, npuHuMaroniemM U3Iy4eHHe U3 MOBOPOTHOIO MarHuTa, 3aTeéM OH ObLI MEPEHECEH Ha
OHAYNATOpHBIA KaHan ID31. J[eBATh CUMHTUIUISILMOHHBIX CYETYMKOB PACIIONIOKEHBI Ha YyI-
JIOBOM PACCTOSIHUM JPYT OT Apyra ~2°, u mepea KaxabIM u3 HuX ycraHoBieHbl Ge(111)
aHanu3atopel. Kpucramisl 3aKkperieHbl Ha TOBOPOTHOM CTOJIMKE, TaK YTO ISl HACTPOMKHU
BCEX aHAJIM3ATOPOB IPHU U3MEHEHUU JUIMHBI BOJIHBI U3JIyYE€HHUS TOCTATOYHO TOJIBKO IIOBOPO-
Ta 3TOro croiuka [62]. IIoBOpOTHBIN CTONHK, B CBOIO OYEpedb, Kpemurcs Ha rede 20
MOIIHOTO IPELHU3UOHHOIO0 FOHHOMETpa. Takass MHOrOKaHaJIbHas CXeMa I03BOJISET IOBBI-
cUTh 3P(PEKTUBHOCTD AMPPAKTOMETPA MPOMOPLUUOHATIHHO KOJUYECTBY KAHAJIOB U IpUMeE-
HSITh BBICOKOpa3pemaronyo I1u(GpakToMeTpUIo B TOM YHCIIE U B UCCIEAOBAHUAX AUHAMMU-
YECKUX IPOLECCOB, MPOTEKAIOIINUX C YMEPEHHBIMU CKopocTaMH. B Apronnckoit Hanwo-
HanpHOUM JlabopaTopun Ha ucrounnke CU Advanced Photon Source, CIIIA, pabortaer 12-
KaHAJIBHBIN JU(PPAKTOMETP BBICOKOTO pasperienus [63; 64], mpuHUMAIONINA U3TyYeHHE U3
noBopoTHoro MarHuTa (cranuus 11-BM). JludpakroMeTp BBICOKOTO pa3pelieHus ¢ MAThIO
KaHaJlaMH peructpanuu aeiictsyet B Swiss Light Source, lIseitiapus [65]. Cxema, pa3pa-
6orannas B ESRF, npumenena npakrtuuecku Oe3 m3MeHeHuidd Ha craHiuu MSPD [66]
(Materials Science and Powder Diffraction) B Llentpe Cunxporponnoro M3nyuenus ALBA,
bapcenona, Ucnanus.

B Ilentpe Cunxporponnoro Mznyuenuss DIAMOND, BenukoOputaHus, cucrema
JNETEKTUPOBAaHUS AUPPAKTOMETPA BHICOKOTO paspenienus Ha kaHaie CU 11 1cocrout us ms-
TH OJIOKOB, KaXIbI U3 KOTOPBIX MPEICTABISAET COOON YK€ YIOMHHABIIYIOCS 9-KaHAIbHYIO
KOHCTpYKIHIO [67; 68]. OueBHaHO, YTO TaKOW MOAXO0M yBennuuBaeT 3PQGEKTUBHOCTD JIH-
¢dpakTomeTpa eime B MATh pa3 Mo oTHOIEHUIO K qudpakrometpy B ESRF. Ha ceromusimmmnii
JI€Hb ATOT MPHUOOp sBJsSETCS Hambosee COBEPUICHHBIM PEHTTE€HOBCKUM JU(PPAKTOMETPOM
BBICOKOTO pazpemeHus B Mupe (Puc.1). @parMeHT peHTreHorpaMMbl CTaHAApTHOTO 00pas3-
na kBapra SRM 1878a B o0nactu cUIBbHOTO NepeKphIBaHus pedeKcoB, MOTYy4YEHHON Ha

mudpakromerpe 111 B8 DIAMOND, nokasan Ha Puc.2.
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Puc.1. Obwuii 6uo u cucmema demexmupoganus ougpaxmomempa na kauane 111 uc-
mounuxa CH DIAMOND.

[IpoBogminch  Takke  AKCIEPUMEHTHI IO  HCIIOJNB30BAHUIO  MO3ULIMOHHO-
YyBCTBUTEJIbHBIX JE€TEKTOPOB JJIsl MPELM3UOHHBIX CTPYKTYPHBIX HccieqoBanuid. B 1987-88
rogax B jabopatopun HASYLAB npumeHMIn IJIIOCKMM KOOPAMHATHBIN JETEKTOpP, yCTa-
HOBJICHHBIN TaK, 4YTOObI PErUCTPUPOBATH AU(PPArUPOBAHHYI0 MHTEHCUBHOCTh OJJHOBPEMEH-
HO B auara3oHe yrijoB 2.7° no 20. JlaHHble ObUIM MOJIyY€Hbl CKAHUPOBAHUEM B OOJIBIIOM
yIJI0BOM MHTEpBaJIe ¢ maroM 1.7° 1u1st Toro, 4ToObl NEPEKPHIBAINCH OT/IENIbHbIE (PPAarMEHTHI
PEHTTEHOI'PaMMBbl U YYUTHIBAIUCh UCKAXKEHUS Ha Kpasx Jertekrtopa. [lomymmpuna peduex-
COB OMNpPEJENsUIach IIaBHBIM 00pa3oM COOTHOIIEHHEM MEX]y HIMPUHON BXOJHOIO KOJUIM-
MaTtopa u paguycoMm audpaxkromeTrpa u cocrasisiia ~0.03°, 4yTo BHOJHE TOCTATOYHO IS
pas3aeneHus MepeKPhIBAIOIINXCS PEPIECKCOB, PEIICHUs CTPYKTYPHI U €€ YTOUYHEHUS 10 Me-
tony PutBenbaa [69; 70]. Ota paboTta Oblia BBIIOIHEHA C UCIOJIB30BAaHUEM O0PA3LOB C U3-
BECTHOU CTPYKTYPOM M HOCWJIA YMCTO METOAMYECKUH Xapakrep. JlanbHelliee pa3BuTue ae-
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HAILIEH BBICOKO- U HU3KOTEMIIEPATYPHBIMU KaMEPaMH ISl IPOBEACHUS TUHAMUYECKUX IKC-
nepuMeHToB. EcTh aHanornynsie mpubopsl U B aApyrux neHtpax CU [73]. PentreHoBckue
3aIMIOMUHAIONINE SKPAHBI 00JIAIAI0T 3aMeYaTeIbHBIMU CBOMCTBAMH, B TOM YHUCIJIC HEOTPaHU-
YEHHBIM TMHAMUYECKUM JIMAla30HOM, OJIHAKO OHU HE OY€Hb YAOOHBI IPU paboTe C CHUIIBHO

MOTJIOIIAIOIUMHE U (DIF0OPECIIPYIOMUMHU 00pa3IaMH.

1.5. AndpakumoHHbIe IKCNEePUMEHTLI C BbICOKUM pa3pelueHueMm.

Co BpeMmeHH Hayasia co3faHus Iu(pakTOMETPOB Ui MPEIU3UOHHBIX HCCIIEIOBAHUIMA
noymkpucTaioB Ha CH pa3nuyHbIMM rpynnaMy UCCIEAOBATENE B PAa3IMYHBIX LEHTpax
CH mpoBeneHO OrpOMHOE KOJUYECTBO SKCIIEPUMEHTOB, U YHCIIO OIyOJIMKOBAHHBIX padoT,
KaK [0 METOAMKE 3KCIIEPUMEHTA, TaK U IO ONPEIEICHUI0 HEU3BECTHBIX CTPYKTYp U3 JaH-
HBIX MTOpomkoBoi nudpakmmu Ha CU orieHuBaeTcs B HECKOJIBKO coTeH. U eciu B cepeinHe
80-X TOA0B MPOBOJWINCH JIUIIL MPOOHBIE SKCIEPUMEHTHI C XOPOIIO U3YYEHHBIMU BEIIECT-
BaMu [74-76], TO B KOHIIE JECATHICTUS C UCIIOIH30BAHUEM TAKUX TUPPAKTOMETPOB pelia-
JU  CIOXHBIE CTPYKTYpbl, TakKHe, KakK, HalpuMmep, CTPYKTypa TeTparoHaJbHOTO
[Si640125]-4CoH 7N, (mmpoctpanctBenHas rpynna I4;/amd, a=1.0239 um, ¢=3.4383 HwM,
YUCJIO YTOUHSIEMBIX MapaMeTpoB 47), omnpelenéHHas ¢ MPUMEHEHHEM MPSIMBIX METOIO0B
[77], 9aTO MPOAEMOHCTPHUPOBAIIO MPEKPACHBIE BO3ZMOXKHOCTH aAudpakToMeTpoB Ha CU.

Cpenu paboT, BeimoaHeHHBIX Ha CU B IEBSHOCTBIX Tro/Iax MPOIIIOTO CTOJIETHS, Cle-
nyeT oTMeTuTh dkcriepumeHThl B NSLS, bpykxeliBen, CIIIA no onpeneneHuto CTpyKTyphbl
dbynnepenoB paznuanoro coctaBa — K3 Cgo [78], CeoBray[Br,], [79], a Takke opropoMOuye-
ckoro Bi,CdGeOgq [80]. B lapcOepu, BenukoObputanusi, Ha 1udpakTOMETpe BHICOKOTO pas-
peuieHust OBLIM HMCCIENOBAaHbl CTPYKTYPHl CIOKHBIX MOJIEKYJISIPHBIX KPUCTAJIOB —
Sb(C¢Hs);Br,, Bi(CgHs);Br, u 4-xi510p0o-,2,6-mumernndenona [81]. C ucnoib30BaHUEeM TpSi-
MBIX METOJIOB pellleHa CTPYKTypa okcajaTa Oapus [82].

Pa3BuTne mMeToa MOPOMKOBON TU(GPAKTOMETPUN BBICOKOTO Pa3pelieHus Jaji0 BO3-
MO>KHOCTbH TOJIy4aTh SKCIEPUMEHTANIbHbIE JaHHBIE HE TOJIBKO AJI1 00pa3oB, HAXOASIINXCS
MIPU HOPMAJIBHBIX YCIIOBUSIX, HO TaK)Ke U JJIsl OOBEKTOB MPU BHICOKUX WJIM HU3KUX TEMIIEpa-
Typax B pa3iu4HbIX arMochepHbIx cpenax [83; 84]. B 3Toil cBsA3M mpencTaBisieT UHTEpEC
UCCJIEA0BAaHUE MATEPHUAJIOB, MEPCIEKTUBHBIX NIJIs UCIIOJIIb30BAHMS B KAYECTBE AJIEKTPOJIOB
TOTUIMBHBIX 3JIEMEHTOB WJIM KUCJIOPOJIHBIX MeMOpaH JJIsi OKHCIUTENBHBIX peakTopoB. Kak
paBWIIO, TAKME MaTepHalibl pabOTAaOT MPHU BBICOKUX TEMIEpATypaxX Ha FPaHUIAX pa3felia

obJiacTen ¢ Pa3HbIM MapOruaJIbHBIM JaBJICHUCM KUCIIOPOIA. bonpiioe BHUMaHUE B IHOCJICO-
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HEe JIECATUIICTHE TMPHUBIICKAIOT CIIOKHBIE OKCHUJBI CO CTPYKTYpOM THNa mepoBckuTa [85],
o0Jafaromme CMemaHHOW 3J1eKTPOHHO-UOHHOM MPOBOJIUMOCTBIO, TEPMUUECKON U MEXaHU-
YECKOM yCTOMUMBOCTHIO. CTPYKTYpHBIE MCCIIEOBAHUS TAKUX CHUCTEM IPOBOJATCSA KaK IPU
OOBIYHBIX YCIIOBHUSIX JJII KOHTPOJII CHHTE3a MaTepuaja Wiu (a3oBBIX U CTPYKTYPHBIX H3-
MEHEHUH B PE3YJIbTATE KAKOT0-JIN0O0 BO3AECHCTBUS, TAK U HEIIOCPEACTBEHHO B YCIOBUSAX BbI-
COKHMX TeMIepaTyp W rasoBbix cpen [86; 87]. I3MeHeHue KUCIOPOJHONW CTEXHOMETPUM B
TaKUX CHCTEMax COIPOBOKIAETCS cIa0bIM H3MEHEHNEM TapaMeTPOB dJIEMEHTAPHON STYEHKH
[88], u s pazaeneHust TEPMUUECKOT0 U XMMHUECKOr0 BKJIAZ0B B KOOPUIIMEHT paciuupe-
HUSl MaTepuaga He0OX0JUMO UCTIONB30BATh AUPPAKTOMETPHUIO BHICOKOTO pa3pelieHusl.

[IpuMeHeHne KpucTaiula-aHaau3aTopa (WM IUIOCKONAPAJUIENIBHOTO KOJJIMMATOpPa)
MI03BOJISIET IPOBOJUTH HKCIIEPUMEHTBI, KOI/1a BXOAHOM MOHOXPOMATUYECKHUM MTyYOK MalaeT
Ha o0pasel] o MaJbIM YIJoM, a TU(GPAKIHOHHAS KAPTHHA PETHCTPUPYETCS BO BCEM YIIIO-
BOM Juana3oHe. Takas MeToaMKa HOCUT Ha3BaHHE NUMPAKUUUA B CKOJB3SALIEM MaJCHHH.
JUis TONMKPUCTAJUIMYECKUX MAaTEpHajoB 3TOT CIOCOO JaeT BO3MOXKHOCTH HCCIENOBAThH
CTPYKTYPY, (pa30BbIli cOCTaB U MUKPOCTPYKTYPY TOHKOTO MPHUIIOBEPXHOCTHOTO cios [89],
OLICHMBATh YUCTOTY U CTENEHb LIEPOXOBATOCTH MOBEpPXHOCTU [90], Wi TOHKUX IJICHOK U
SNUTAKCUAIBHBIX CIIOEB — MIPOBOJUTH IMArHOCTUKY reTepocTpykTyp [91; 92], B ToM uucie
U B [IPOLIECCE UX POCTA.

Jliga uctounuka CU azuMmyTasibHasi pacXoAMMOCTb IEPBUYHOTO MOHOXPOMAaTHUYECKO-
ro My4ka He MpeBbIaeT 00bIYHO | MHIUIMpaauaHa, T.€. SIBIsIeTCS TPeHeOPEeKUMO MaJloi.
AzuMyTanpHas pacXOAMMOCTh IU(PArupoOBaHHOTO MydYKa BEIET K aCHMMETPHUYHOMY YIIH-
PEHUIO U CMEUIEHUIO AU(PPAKIIMOHHBIX JIMHUM, 3aBUCSIIEMY OT yria audpakiuu. B obnac-
TH yrioB 20<90° pedaekcsl aCHMMETPHYHBI U CMEIIEHBl B CTOPOHY MEHBIIUX YIJIOB, MPH

20>90° — B obOpaTHyro. B skcnepuMeHTax Mo MOPOIIKOBOW MU(pPaKIUU UHTEHCUBHOCTH

paccessHUS Ha yruibl, 6mu3kue Kk 20~180°, peructpupyeTcs peko, Torja Kak AUpaKkIiuoH-
Hasi KapTHMHAa B MaJlbIX yrjax IpeAcTaBIlseT ONpeNeseHHbIH uHTepec. OTpaHUYHUB a3uMy-
TaJIbHYIO PACXOAMMOCTbH NU(PparupoBaHHOTO IMyYKa, HAa JAU(PpPAKTOMETpe BBICOKOTO pa3pe-
MICHHUSI MOXKHO C XOPOIIEH TOYHOCTHIO MOTy4YaTh PEHTICHOIPAMMBI 00Pa3IOB ¢ OOJIBITUMU
napaMeTpaMu 3JIEeMEHTApHOM SYeiKu, OCHOBHBIE PEQIIEKChI KOTOPBIX COCPEAOTOUYEHbI B Ma-
JIOYTJI0BOM 00s1acTH. TaKOBBIMU SBJISIIOTCS, HAIIPUMEP, COJIU >KUPHBIX KUCJIOT, a TAaKXKe Me-
30CTPYKTYPUPOBAHHBIE CUJIMKATHBIE M JJIEMEHT-CUJIMKATHBIE MaTepuaibl WIM MeTalll-
oprannyeckue kapkacol (Metal-Organic Frameworks, MOFs) [93-96]. YrioBoii nuamna3os,

B KOTOPOM HaOMI0Aar0TCsl pedIeKchl JIMHHONEPUOAHBIX CTPYKTYP, HAXOAUTCSA B IPOMEXKY-
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TOYHON 00JacCTH MEXIYy MaJOYIJIOBbIM M IIHPOKOYIJIOBBIM pPACCESIHHUEM, M OTCYTCTBHE
abeppaiuii, o0ecreynBaeMoe KpUCTaNIOM-aHAIM3aTOPOM (MJTH TIOCKOMapasuieTbHbIM KOJI-
JUMATOPOM), MOXKET OINPEAENIAIOINM 00pa3oM NOBBICUTH TOYHOCTH MOJIYYaEMBIX CTPYK-
TYPHBIX MapaMeTpoB. Tak, ompenesieHne U YTOUHEHUE CTPYKTYpPbl METAJLI-OPraHUuYECKOro
kapkaca MIL-101 notpe6oBano BEICOKOTOUHBIX AKCIIEPUMEHTAIBHBIX JAHHBIX B JUAINA30HE
yrioB 20=1+98° ¢ marom no yriy 0.005° Ha amure BomHBI m3nyderns 1.250071 A, momy-
yeHHbIX Ha KaHaie ID31 B ESRF [97].

Pa3BuTHe 3KCrIEpUMEHTAIBHBIX METOJUK, CO3JJaHUE HOBBIX AU(PPAKTOMETPOB Ha Oaze
NPELM3MOHHON MEXaHUKU U 3JIEKTPOHUKH, BBEJICHUE B IEHCTBUE CIIEHUATN3UPOBAHHBIX HC-
touyHnkoB CH mpuBeno K Tomy, 4TO PEHTTEHOBCKasl AU(PPAKTOMETPHUS C MCHOIB30BAaHHEM
CH npuobpena yxe MpakTUYECKH PYTUHHBIN xapakTep. ExXerogHo B pa3MyYHBIX LIEHTpax
CH BBINOTHSIOTCS AECATKH pabOT MO HCCIENOBAHHUIO CTPYKTYPHI MOJUKPUCTATUTMYECKUX
MaTepUaJoB, MOJyYEHHbIE PE3yNbTaThl MyOIMKYIOTCS Ha caiitax uentpos CU, B mepuoau-
YEeCKOW IMevaTd, MPeACTABIAIOTCA Ha pa3indHbIX KoH(pepeHusax. /[nama3on oObeKTOB uC-
CJIeIOBaHUM BKJIIOYAET BECbMa pa3HOOOpa3HbIE KJIACCHI, OT €1a00 yHOPSJOUYEHHBIX CHCTEM,
KaKUMH SBJIAIOTCS, HAIlpUMeEp, KaTaJlU3aTOphl, /10 BBICOKOOPIAHM30BAHHBIX CTPYKTYp C
OonbIIMMH 00JIACTSIMU KOTE€PEHTHOTO paccesiHus. MeToJ PeHTTeHOBCKOM AM(pakuuy Ha
CH noctur ype3BbIYailHO BBICOKOTO YPOBHS, U CIEAYIOUIMM IarOM B CTPYKTYPHOM aHaIu3e
HOJIMKPUCTAIIOB OYyJET, O-BUIUMOMY, HUCIIOJIb30BAHUE KOT€PEHTHOIO M3IyYEHUs, IPOU3-

BOJAMMOTI'0 PCHTITCHOBCKUMMU JIa3CPaMH Ha CBO60I[HI>IX QJICKTPOHAX [98]

1.6. fiBNneHue pe3oHaAHCHOro (aHOManbHOro) paccesiHUA PeHTreHOBCKOro U3-
NyYeHus.

OO6nanast HEMPEPHIBHBIM TIIAJIKKUM CIIEKTPOM B IIUPOKOM JHana3zoHe dHepruit Ghoro-
HOB, CH mo3BojsieT B KKIOM KOHKPETHOM SKCIEPUMEHTE MO MCCIIEIOBAHUIO CTPYKTYPbI
MaTepHuaaoB MU(PAKIMOHHBIMU METOJaMH BBHIOMpATh Hanbosee yIoOHYI0 SHEPTHIO0 U3ITY-
YeHUsI, a TAK)KE UCIIOJIb30BaTh B CTPYKTYPHBIX HUCCIEN0BAaHUAX d((PEKT aHOMaTbHOTO (MM
PE30HAHCHOI0) PACCESIHUS.

B knaccudeckoi 3J€KTpOJAMHAMHUKE MPU PACCMOTPEHUU B3aMMOIEHUCTBUS DJIEKTPO-
MAarHUTHBIX BOJIH C BEMIECTBOM BBOJMTCS IMOHSTHE JUCIIEPCUU AUAIEKTPUUYECKOW MPOHU-
[a€MOCTH, T.€. 3aBUCUMOCTH JUIIEKTPUUECKOW MPOHUIAEMOCTH CPEAbl € OT YaCTOTHI I1a-
JAIOIIEH 3JIEKTPOMarHuTHON BOHBI @ [99]. B oOmactu oueHb OOJNBIIMX YaCcTOT Takas 3a-
BHUCHUMOCTb UMEET BHI;
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rae N eCTh YMCII0 IEKTPOHOB BO BCEX aTOMaX €IMHUIIBI 00beMa BEIIECTBA, € U M — 3apsij ’
Macca 3JIEKTpOHa, COOTBETCTBEHHO. Kiaccuueckas Teopusi TUCHEPCUU TPEAIONaraeT, 4Tro
aTOMBI PACCEUBAIOT AJIEKTPOMATHUTHOE U3JIyUYECHHUE TaK, Kak OyATO OHU COJIEpKaT AUIOJIHU C

HCKOTOPBIMU OIIPCACIICHHBIMU COOCTBEHHBIMH YaCTOTaMH @, . DTH Y4aCTOTHl OOBIYHO OTO-

XKICCTBIIIOT C YACTOTAMHM TIOTJIOMICHUSI aTOMOB, U (JopMyJia sl TUAICKTPHUIECKON MPOHHU-
[[aéMOCTH CIpaBelJIBa i1 4YaCTOT, JAJIEKUX OT YaCTOT MOIJIONIeHUs. Takue AUMoIu MOXK-
HO paccMaTpUBaTh KaK OCIWUIATOPBI, Y KOTOPBIX MPOUCXOASIT MPOCTbIE TapPMOHUYECKUE
KoJIeOaHus 3apsiioB e ¢ OTHOCUTENBHBIM CMELIEHUEM X 3a Bpems f. B mone manaroieii c
JacCTOTOW @ BOJIHBI KOJEOJIOIIMIACS AUMOIb CTAHOBUTCS HCTOUYHHUKOM PacCEsTHHOM cdepu-
YECKOM BOJIHBI C AMIUIMTYI0ON HA € AMHUYHOM PACCTOSHUMU:

e’ &’E,

A= .
mc’ @ — 0 +iko

@OYHKIMS aTOMHOTO paccessHus (ATOMHBINA (DaKTOp paccesiHus) OnpeeNseTcs Kak OTHOIIIE-
HUE aMIUIUTYIbl BOJIHBI, PACCESIHHON OCHUIUISATOPOM, K aMIUIUTYAE BOJHBI, PACCEIHHOU
CBOOOIHBIM 3JIEKTPOHOM. {11 CBOOOIHOTO AJIEKTPOHA aMIUIMTYAAa PACCESTHHOW BOJIHBI OI-

penensercs BelpakeHneM A =—(e’/mc?)E,, Ho3ToMy (yHKIHUS paccesHUs AUIONS C coO-
CTBEHHOM 4yacToTOM @, (PYHKIMS aTOMHOTO paccesHHs, aTOMHBIA (DakTOp paccesHus) B

clIydac MaJIarolel BOJIHBI C YaCTOTOM @ JaeTCs BBIPpAKCHUCM:

0)2

f=——
@, — @ +ikw

ATOMHBIH (haKTOp paccessHHs OTHO3HAYHO CBS3aH C MOKAa3aTesIeM MPEIOMIICHHUS CPEIbI 1:

27Ne?
n=l-—rm—-f
mao

Ecnu @ << @,, T0o mokaszarenp npenomiieHust 6onbiine 1, eciiu @ >> @,, 4T0 OOBIYHO UMEET

MECTO IJIA peHTFCHOBCKOFO I/I3J'Iy‘ICHI/I$I, I1I0KA3aTCIIb HpCJ’IOMHeHI/IH MCHBIIIC 1, u HpI/I aocTa-

TOYHO MaJIbIX yIilaX MaJeHus M3JIyUYeHUs Ha TPaHMIlYy pasjelia «Cpeaa—BaKyyM» BO3HHKAET

yrnoMuHaBIuics panee 3ddexr monnoro BuemiHero orpaxerus (ITBO). CormacHo omnpee-

J'IeHI/IIO,feCTB BCJIMYHNHA KOMIIJICKCHAA, KOTOpYIO MOXXHO HpCILCTaBI/ITB B BUJIC:
f=f+if",n=1-a-ip,

TakK 4TO
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27£Ne e’ 77
—f =1
ma*

Toraa y cpenst Oyznet ko3 GUIMEHT MOTIOMIEHUS £, AJI U3ITy4YE€HUS C YaCTOTON @ :

47Ne*
My = f ’
max

rre " eCTh MHUMAs HACTb ATOMHOTO (akTopa paccesHusl.

JlelicTBUTENbHAS ¥ MHUMAsi YaCTH aTOMHOTO (haKTOpa paccessHus SIKCIEPUMEHTAITEHO
MOTYT OBITH ONpEENICHbl pa3MUMYHBIMU criocobamu. Hampumep, u3 criekTpa MOTIOMICHUS
MOYHO TTOJIYYUTh MHUMYIO YacTh f~, a JeHCTBUTENbHAS YacTh f BBIYUCISETCS U3 COOT-
Homennii Kpamepca—KpoHura, CBA3BIBAIONINX MEXIY COOON ACHCTBUTENBHYIO U MHUMYIO
KOMIIOHEHTBI ()aKTOpa aTOMHOTO PACCESHUS:

, 2 oo a)/ ” a)/ ,
f (w)z—v.p.j%da)
T L0 -0

()= —z—wv.p.j—]: (@ de'
7 "o -w

r7ie UHTEeTrpajbl OepyTcsi B CMbICIE TJIaBHOTO 3HaueHus 1no Komu.

O¢ddexT aHOMaNbHOIO paccesHUs 3aKIIOYaeTCsi B M3MEHEHUHU (pakTopa paccesHus
aToma Mpu NPUOIMKEHUN SHEPTUU AJIAI0IIETO Ha UCCIEAYEeMblid 00pasel] U3JIy4eHus K pe-
30HAHCHOM AHEPTUHM (MJIM SHEPTUM Kpasl MOTJIONIEHUs) 3TOro atroma. Pe3oHaHCHbIE SHEpruu
UHAUBUAYAJIbHBI U1 KaKJIOTO XUMUYECKOTO JIEMEHTA, MOATOMY (PaKTOp PACCEsTHHs OIpe-
JICJICHHOTO AJIEMEHTa MOKHO CEJIEKTUBHO U3MEHSITh, BRIOUPAsk COOTBETCTBYIOIIYIO SHEPTHIO
najaroniero uznydeHus. Gakrop paccessHUs aToMa yJ0OHO MPEACTaBIATh B BHUJE CYMMBbI
3aBUCAILETO OT YIVIa PACCEsHUS, HO HE 3aBUCAIIETO OT YaCTOThI (PHEPTUH) NAJAOIIEro U3-
JIYYEHHSI HEPE30HAHCHOI'O YJIeHA U 3aBUCAIIUX OT YHEPTUM, HO NIPAKTUYECKU HE 3aBUCIIIUX
OT yrja JUCIEPCUOHHBIX NONPaBOK. Takoe npeacTaBIeHUe UMEET BUL:

(s, E)=f,(9)+ A (E)+idf"(E),
rae f,(s) - He 3aBUCSINAs OT YHEPruM 4acTh (hakropa paccesuus, Af (E) u Af”(E) - neicrt-
BUTEJIbHAS M MHUMAsl JUCIICPCHOHHBIC TIONIPABKH, s = 2sin @/ 4 — BEKTOp paccesHusl.

Ha Puc.3 npencraBien xapakTepHbIil BUJI HEPE30HAHCHON YacTH aTOMHOTO (hakTopa
paccesiHusl HUKENs, MU W MajllaJus B 3aBUCUMOCTH OT BEKTOpa paccesiHusi, a Ha Puc.4
MPUBE/ICHBI ACHCTBUTENbHASI 1 MHUMAsl IUCIIEPCUOHHBIE MOMPABKU B 3aBUCUMOCTH OT SHEP-

I'MA U3JIYYCHUA OJI1 HUKCIIA.
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509 AToMHble chakTopbl paccesiHus Ni, Cu n Pd 4_- NiKA £ E=8.333 kaB

24 Af*

304

204

ATOMHBIN chakTop paccesHus, an.ea.

[ucnepcnoHHble nonpasku Af' n Af"

T T T T T T T T T 1
0.0 0.3 0.6 0.9 1.2 15

BekTop paccesHus 2sin@/A, A”

Puc.3. 3asucumocms paxmopos pacces- Puc.4. /lericmeumenvras u muumas oucnep-
nus Ni, Cu u Pd om yana paccesanus. cuonnwvie nonpasxku 015 Ni 6 3asucumocmu om
SHepaUU U3YYEeHUsL.

AHomanbHaa aucnepcusa. TeopeTndeckue OCHOBBI SIBJICHHS aHOMAJIBHOW JTHC-
nepcuu u3noxeHsl B kuurax P.JIxeitmca [99], M.A.bnoxuna [100], E.Bacens [101] ap. B
1974 rony Ob11 BBIMYIIEH COOPHUK CTaTeH, MOCBSIIEHHBIX TEOPUH U IPUMEHEHUI0 3P dekTa
aHoOMaJbHOTO paccesHus, moa penakmueit C.Pamacemana u C.K.Abpaxamca [102], a B 1994
rony Beinuia kaura “Resonant Anomalous X-ray Scattering. Theory and Applications” noj
penakuueit I.Matepnuka [103]. Xapakrep B3auMOACHCTBUS PEHTTE€HOBCKOTO M3JY4YECHUS C
BEIIECTBOM B 00JIACTH PE30HAHCHOW IUCIIEPCUU MPEICTABIsIET MHTEpPEC Kak ¢ QyHIamMeH-
TanbHOM TOUKH 3peHus [104—106], Tak U ¢ TOYKU 3pEHHUS BEChMa Pa3HOOOPa3HbIX MPUMEHE-
HUU pe30HaHCHBIX 3(()EKTOB B MCCIEAOBAHUH CTPYKTYPHI KOHJCHCUPOBAHHOTO COCTOSHUS
[107-110]. B urone 2011 roma Bo ®dpanumm Oblna mpoBeneHa koHpepeHuus Resonant
Elastic X-ray Scattering in Condensed Matter [111], Ha koTOpo# ObLIIM TIPEACTABICHBI CO-
BpPEMEHHBIC PE3YJIBTATHI TI0 TEOPUHU U PUMEHEHHIO 3(PPeKTa pe30HAHCHOTO pacCesTHUsI.

Kak mpaBuio, uHcTpymeHTanpHas kKoHQurypauus audpakromerpa Ha CU st ske-
MEPUMEHTOB C UCIOJIb30BaHUEM d(P(EeKTa pe30HAHCHOTO PACCESHUS HE OTIUYACTCS OT KOH-
dburypanun nudpakromerpa BICOKOTo pazpemienus. [lonapnsroniee 60JbIIMHCTBO CTAHIIUN
TU(GPAKTOMETPUN BBICOKOTO Pa3pelIeHHuss B CHHXPOTPOHHBIX IEHTPaX MO3BOJISIIOT MPOBO-
JUTh SKCIIEPUMEHTBI C aHOMAJIbHBIM paccesiHueM. Tem He MeHee, mpuMeHeHue 3 dexra pe-
30HAHCHOT'O PAaCCESHUS CONPSHKEHO C HEKOTOPBIMU SKCHEPUMEHTAJIbHBIMU TPYAHOCTSIMHU.
Bo-niepBbix, HaKIaIbIBAIOTCS CYIIECTBEHHBIE OTPAHUYEHHUS HA CTEIIEHbh MOHOXPOMATU3ALINHI
usnyudenus. [lojgoca mpomyckaHusi MOHOXpoMaTopa MpeAcTaBisgeT co0oil (yHKUHIO pac-

MMPCACIICHUA 11O SHCPIUAM C MaJiou HalHHOﬁ " «KPBbUIBAMMW» B CTOPOHBI HU3KNX WU BBICOKHUX
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SHeprui. B To ke Bpems, mupHHa 3JIEKTPOHHOIO YPOBHS TaKKE MMEET KOHEUYHOE 3HAYCHHUE,
U [IpU NIEPEKPBIBAHUH ITUX «KPBUIbEB» BO3ZHUKAET HEKEJIATEIbHOE MMOMVIONIEHNUE U3TyUYEHHUS
B 00pasiie u, Clie0BaTENbHO, YMEHBIICHNE TU(PParipOBAaHHON WHTEHCUBHOCTH. UTOOBI MU-
HUMU3HUPOBATh BIUSIHUE «KPBUIBEB», UCHOJIb3YIOT OOBIYHO MOHOXPOMATOPhl MHOTOKPATHO-
ro orpaxkeHus [22]. Bo-BTopbIx, BOJIM3U Kpas MOIJIOMIEHUS AEMCTBUTENbHAS YacTh UCIIEP-
CHOHHOM IOMNpPaBKU CYLIECTBEHHBIM 00pa3oM 3aBHCHUT OT 3HEPIUH, I03TOMY OYEHb BAXKHO,
YTOOBI SHEPTHUS U3ITyUYEHHUS! OCTaBAJIACh MOCTOSTHHON HA MPOTSHKEHUU BPEMEHH HAKOTIJICHHS
peHTreHorpaMMbl. B TpeTbuX, BeIMYMHA M3MEHEHMsS AU(PPAarupoBaHHON HMHTEHCHBHOCTH
BOJIN3M Kpas MOIJIOIIEHUsI 00bIYHO He npesbimaeT 20% a1 4MCTOro 3JIEMEHTa U MajaeT
IPONOPIMOHAIBHO €r0 KOHIIEHTpanuu B oOpasue. CiaenoBaTenbHO, A7 HAKOIUICHUS yI0B-
JIE€TBOPUTEIBHON CTAaTUCTHKU TPeOyeTcs BBICOKAsl BXOJHAs MHTEHCUBHOCTb U JIOBOJBHO
IPOJIOJDKUTENFHOE BPEMS 3KCIIO3UIMHU B TOUKe. [loaTOMY audpakToMeTpsl, MpeHa3HAYCH-
HbI€ JJI UCNOJb30BaHUA 3 (eKTa pe30HAHCHOIO pacCesiHUs, MPEeANoUTUTENbHEEe pacioa-
ratb Ha OHAYJIATOPHBIX KaHAJIaX, XOTS B HEKOTOPBIX CIydasx OBIBAET OCTATOYHO M3ITyYe-
HUS W3 NOBOPOTHOIO MarHuTa TaKOTO MCTOYHHMKA, Kak, Hampumep, ESRF, Spring-8 wnn
APS. Tak, na kanaie BM2 B ESRF Obutr BBINIOSTHEHBI YpE3BBIYaifHO TOHKUE IKCTIEPUMEHTHI
[0 MCCIIEOBAaHUIO KBAaHTOBBIX TOYEK C MpHMEHEHHEeM 3¢ (deKTa pe3oHaHCHON Audpakuuu

[112].

1.7. Ucnonb3oBaHue 3hceKkTta aHOManbLHOro paccesiHusl B CTPYKTYPHbIX UC-
cnepoBaHUsIX.

MHoroBonHoBasa AHomanbHasa Oudpakumsa (MAL). B oOuiem ciiyuae pa3Hu-
aa I/IHTCHCHBHOCTCﬁ, N3MCPCHHBIX Ha ABYX SHCPIUAX U3JTYYCHUSA B oOyact pE30HaHCa, Ja-

CTCA BBIPAXKCHUCM:

AL =1(E,) - I(E) ~ (Af; = A7 | 3 fie* i) £ 3 f o7 bom)
i j

+ Z(Af2 —Afl" zfje—ik(x/—xa) _zf;eik(x,—xn)

J

rj1e f, — Hepe3oHaHCHas YacTh (aKTOpa PacCcessHUs PE30HAHCHO PACCEUBAIOIIETO aToMa, Af,,
Af,, A, , Af, - neficTBUTENbHBIE 1 MHUMBIE JTUCIIEPCHOHHBIE MONPABKK K (haKTOpy pacces-
HUsl PE30HAHCHO PAaCCEHBAOLIEr0 aToMa JUlsl JBYX DHEPrHil M3imydeHwus, f;, f; — dakTops

paccestHUs OCTANbHBIX aTOMOB B CTPYKTYpE, k — BeKTOp paccesHus 4nsin®/A, x;, x; — Koop-

AVWHATBI BXOIAOIUX B CTPYKTYPY aTOMOB. CYMMI/IPOBaHI/Ie BCACTCA II0 BCECM aromMaM B
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cTpykType. Eciam u3 sKkcnepuMeHTa Moiy4yuTh MOAYJIM CTPYKTYPHBIX aMIUIATYZ U BEIUYH-
Hbl U3MEHEHU UX (a3 Mpu U3MEHEHUH (aKTopa paccesHus ONpPEIeIIEHHOr0 CopTa aTOMOB,
MOYKHO ONpPEIENIUTh 3HaYCHHE (pa3bl pE30HAHCHO paccenBaroniero aroma. J{ius storo tpedy-
€TCsl TOYHOE U3MEPEHUE NHTEHCUBHOCTEH AU(PPAKIMOHHBIX ITUKOB Ul KAK MUHUMYM TpeX

SHEPTH U3JTyYEHHs, TaK, YTOOBI 0OECIEYNTh MAKCUMAJILHYIO PasHULY Af, —Af, TIpU MaJIOM
M3MEHEHWM MHHMMOM 4YacTH M MaKCUMAIBHYIO pasHHIy Af, —Af, TpH MajloM H3MEHEHUH

JEUCTBUTENIBHON AucriepcoHHOM nonpaBku [113; 114]. OtoT MeToA, MOJYyYUBIINI Ha3Ba-
Hue MHoroBosiHOBoM AHomanbHOU Judpakunn (Multi-wavelength Anomalous Diffraction,
MAD), 3¢ (heKkTHUBHO UCTIOIB3YETCS B MCCIEIOBAHUIX CTPYKTYpP OOJBIINX OMOIOTHYECKUX
MOJIEKYIL.

Diffraction Anomalous Fine Structure (DAFS). Merox DAFS coueraer B o1-
HOM JKCIEPUMEHTE PEHTIC€HOBCKYIO AU(PPAKIHUIO U CIIEKTPOCKOMUIO MOorioiieHus. B atom
METOJIe CTPYKTYPHYIO HH(POPMAIUIO O JadbHEM TOPSIKE, COMEPIKANIYIOCS B TUGPAKITUOH-
HbIX KapTHHaX, JOMOJIHIET YyBCTBUTENbHAS K XUMHUUECKOMY COCTaBY U JIOKAJIbHOM CTPYK-
Type PEHTI€HOBCKasl crekTpockomnus noriomnieHus. CyTb MeTOAa 3akKitoyaeTcs B U3Mepe-
HUU 3aBUCUMOCTH HMHTEHCHUBHOCTH IUQPPAKIMOHHBIX PEQIIEKCOB OT SHEPTUU IaJIAIOIIEro
U3ITy4eHUs KaKk B 0OJACTH J0 Kpasi MOTJIOMIEHUSI ONPEEICHHOT0 XUMUYECKOTO AJIEMEHTA,
Tak u 3a ero noporom noHusamuu (061acte XANES). UHTeHCHBHOCTB OTAENBEHOTO pediek-
Ca UCIBITHIBAET OCHWUIALMU, MOJOOHBIE OCHMJUISAIMSAM IOTJOIIEHHON WHTEHCUBHOCTH B
a0COpPOIMOHHON CIEKTPOCKONUU. AHANM3UPYS XapaKTep M3MEHEHUS WHTEHCUBHOCTH WH-
JTUBUYabHOTO peduiekca Wiu Ipynibl pediieKCoB ¢ dHEpruel U3JIydeHHs, MOKHO MOJIy-
YUTh HHPOPMAIUIO O JIOKATLHOM OKPY)KCHHH PE30HAHCHO PACCEHBAIOIIETO aTOMa B OIpe-
JeJIeHHOM KpucTamuiorpaduyeckon mo3uuu. M xots reopetudeckue ocHOBbI MeToga DAFS
ObuTH chopMynupoBaHbl B 50-€ TOIBI POIIOTO BEKA, U MEPBBIC OTIACIBHBIE YKCIIEPUMEHTHI
npoBoaAUIKCh B 80-X TOJaX, HHTEHCUBHOE Pa3BUTHE U MPUMEHEHUE METOJ MOJIYyYWsI B TO-
caeguue 20 aet [115; 116] nmocne mosiBiaenus uctounukoB CU 3-ro mokonenus [117-119].

MNMoBbIwWeHne KOHTpacTa. B obiactu sHepruii 10 Kpasi MOTJIOIMIEHUS! CYIICCTBEH-
HYIO POJIb UTpaeT JACHCTBUTENbHASI YacTh JUCIEPCUOHHON MOMPaBKH, TOrJa KaK MHUMAas
YacTh HEBEJIMKA, TPAKTUYECKU MOCTOSIHHA U PE3KO BO3PACTAET MPHU NEPEXOE IHEPTrUU U3-
Jy4EHHUs 3a Kpail MOIJIOUIEHUsI JaHHOTO 3JIEMEHTa. B TakoM cityyae pa3HOCTh UHTEHCUBHO-
CTeH, N3MEPEHHBIX BOJIM3U U BJIaJM OT Kpast MOTJIOMICHHS CO CTOPOHBI HU3KUX SHEPTUH, OT-
penensieTcs NeUCTBUTENbHOM YacThIO0 AUCIIEPCUOHHOW nonpaBku. Eciu B uccinengyemMom ma-

TCPpHUAJIIC TTPUCYTCTBYIOT aTOMbI C OJIM3KMMH aTOMHBIMH HOMCpPAMH, IJId MOBBIIICHUA KOH-
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TpacTa Mpu CJIaboM TIOTJIONMICHUH MOXET OBITh MPUMEHEHO SBIIEHHE aHOMAIBHOTO paccesi-
Hus [120; 121]. CenextuBHOE M3MEHEHHE (haKTOpa pacCesTHUSI OAHOTO U3 THIIOB aTOMOB TIO-
3BOJISICT M0 M3MEHEHHWIO MHTEHCHUBHOCTH TU(MPAKIIMOHHBIX MaKCHMYMOB JIOKAJIM30BaTh B
CTPYKTYpE aTOMbl JAHHOTO TUMNA M YBEIUYHUTh KOHTPACT MEXKIY aToMaMH C OJIM3KUMHU
aTOMHBIMU HOMepaMu. TOT K€ MPUHLHUI TO3BOJISET PA3INYaTh B CTPYKTYpPE aTOMbI OJTHOTO
AJIEMEHTA, HaXOSIIMECS B PA3HBIX CTENEHAX OKHCIICHHUS, TOCKOJIBKY B 3TOM Cllydae JHep-
TUU KPaeB MOTJIOMICHUSI 3TUX aTOMOB OTJIWYAIOTCS BCJIEICTBUE XUMHUYECKOTO CABUTA YPOB-
Hs [122-124].

[IpumenuTenbHO K peHTreHoda3zoBoMy aHanu3y, 3(Q(EeKT aHOMAILHOTO paccesHUus
MOJKET IMOMOYb B MACHTH(PUKAIIUU OTPE/IeIICHHON (pa3bl, HAPUMED, TIPU 3HAYUTEITHHOM TIe-
peKpBIBaHUM pedIIeKCOB ABYX pPa3iIHUYHbIX (a3, OJHAa U3 KOTOPHIX COACPKUT aHOMAJIBLHO
pacceuBatouue aTomsl [ 108].

MapuunanbHble YHKUMM paguanbHOro pacnpegerneHust 3NeKTPOHHOM
nnoTHoCcTU. Ilpu uccnenoBanuu ciabo OKPUCTAUIM30BAHHBIX, BBICOKOAMCIIEPCHBIX U
aMOp(HBIX MaTepUaoB Pa3HOCTHASI MHTEHCUBHOCTb PAacCesHHs BOJM3U U BAAIU OT PE30-

HAHCA CO CTOPOHBI HM3KMX 2Hepruil Al(s) MokeT ObITh BbIpa)KEHA Yepe3 MapLUualbHbIE
(GyHKIMK pajuaIbHOTO pacHpefeNieHUs] SJIEKTPOHHOW IUIOTHOCTH p,,(r) BOKPYT aTOMOB

OIpCACJICHHOIO CcopTa:

sin(sr) dr

b

AL(s) = 20, (AF{ (E) ~ AT EDR £25)+ 3 £ ()] 422 (0,,() = o)

rne n, - KOHIEHTpAIMs PE30HAHCHO PACCEUBAIOUIMX aTOMOB B 00pasle, p,, — CPEAHAA
3JIEKTPOHHAS MIIOTHOCTh HEPE3OHAHCHBIX aTOMOB, f.(s) — Hepe3oHaHCHas yacTh (akKTopa
paccesnus atoma A, f,(s) -pakTophl paccesHus OCTaIbHBIX aTOMOB B obpasiie. [Tapiuan-
Hasi QYHKIUS pagualbHOrO pacrpeneseHus aToMoB p, (r) mojiydaercs npeodpa3oBaHUEM

@ypbe pa3HOCTHON MHTEHCUBHOCTU PacCesiHUS:

S, + 20 T AL =20, W (B = MIED)L(S) sintsr)
T 2B - MBS (9) 7

Smin

4mr’p,, ()Y k, =4m’p, ds,
a=l1

rae k, — 3¢ (}HeKTUBHOE YHCIIO 3JEKTPOHOB aToMa d, P, — CPEeIHsS IEKTPOHHAS TIOTHOCTD

B 00pa3iie.

TpaguuHOHHBIM METOJ PaauaIbHOTO PACIpPEICICHUS 3JIEKTPOHHON IJIOTHOCTH JAaeT
B pe3yJibTaTe HA0Op BCEX MAPHBIX KOPPEISIUOHHBIX (DYHKIMIA (MapIuaibHbIX (YHKIIUN pa-
JTUAJTBLHOTO paclpenesieHus JIEKTPOHHON TUIOTHOCTH), MPUCYTCTBYIOIIUX B JaHHOM 00pa3-
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ue. [Ipu 3ToM He UMeeTCsl KaKUX-TM00 MPUHIUIHAIBHBIX OMPAHUYEHUI Ha KOJIMYECTBO pe-
TUCTPUPYEMBIX KOOpAMHAIIMOHHBIX cdep. Mcnons3oBanue 3pdexra aHoMaabHOTO pacces-
HUS CYIIECTBEHHO Pa3BUBACT IAHHBIM METOJ, NPUIABAs €MY CEJIEKTUBHOCThH IO XUMHUYE-
ckuM ssiemeHTam [125-129]. HekoropeiM HegocTtaTkoM MeToaa PPIII ¢ ucnons3oBannem
s dexTa aHOMaTBLHOTO PACCESHUS CIEAYET CUMTATh €r0 MPAKTUYECKYIO HEMPUTOAHOCTD IS
UCCIEAOBAaHUSI OKPY)KEHUS OTHOCHUTENIBHO JIETKUX AaTOMOB, HalpuMep, aToMoB 3d-
nepexoaHbIX MeTaioB. Kak m3BecTHO, B TpaaunuoHHOM MeTone PPOIT oObaHO MCIOINb-
3YIOT M3JIydyeHHne ¢ manou ninmHou BosiHbl (MoK, AgK,) mma yBennuenus nuamna3oHa BEK-
TOPOB paccestHusl U, CIEAOBATEIbHO, MOBBILIICHUS pa3pellaronieil CrnocoOHOCTH METO[a.
[Tockonbky Kpasi MOTJIOMICHUS JETKUX AJIEMEHTOB JexaT B obnactu snepruit <10-11 k3B,
paboyasi SHeprusi M3IY4YEHHs] COOTBETCTBYET OHHEPrUM Kpasl TMOIJIOIICHUS, Auarna3oH
s=2sin®/A B 3TOM cjIy4ae OKa3bIBACTCS MaJIbIM, BCJICJACTBUE Y€r0 KOOPAMHAIIMOHHBIC THKH
Ha kpuBoil PPOII nonydatorcs pazmbiTeiMu. Hamnydiiue pe3ynbTaTbl IPUMEHEHUSI METO/1a
PPOII ¢ ucnonp3oBanrem 3¢ pexra aHOMATBHOTO PACCESTHUS CIEAYET OXKHUIATh MPU UCCIIe-
JIOBaHUH OKPY>KEHHsI aTOMOB, YHEPTrUU MOHHU3AIUU |S-ypOBHS KOTOPBIX J€XKaT B 00JIaCTU OT
20 go 60 k3B (0.06-0.02 am). Kazanock 661, 3TO 00CTOSITETBCTBO CYKAET KPYT BO3ZMOXKHBIX
00BEKTOB UCCIIEIOBAaHUM, UCKIIIOYAs U3 HEro JieMeHTHl Tsbkenee raduus. Ho addekt aHo-
MaJBHOTO PACCESTHHsI MPOSBIACTCS Kak BOnm3u K—kpas mormomienws, Tak u BOJMM3M L—
Kpaé€B, MOATOMY B TAKOM JIMANIa30HE YIHEPTUU MOKHO MCIOJI30BaTh METOIMKY MPAKTUYECKU
JUISL BCEX DJIEMEHTOB, 32 MCKIIOYEHHEM TEX, YTO PACIONOXKEHBI 10 5 mepuona Tabiauibl
Menpeneena.

[lepeurcieHHBIMU TTPUMEPAMU HE HCUEpIbIBAETCS MpUMeHeHHE 3P PEeKTOB pe3oHaH-
ca B CTPYKTYPHBIX uccienoBaHusx. OOMUPHBINA KIIACC MPEACTABISIOT paOOThI, CBSI3aHHBIC C
AQHU30TPOINUEH NUCIIEPCUOHHBIX MOMPABOK, BBI3BIBAIOIICH MOSBICHUE 3aNPEIIEHHBIX ped-
nekcoB [130; 131], MarHUTHBIM paccessHHUEeM, PA3IUYHOrO PoJia 3apsAOBBIMU WM MarHUT-
HeIMU ynopspodenusamu [132-135]. Teoperndeckn moka3zaHO, YTO TaKOro poaa 3PQeKTs
MOTYT OBITh 3apETHMCTPUPOBAHBI Ha MOJUKPUCTALIUYECKUX MU Jlaxke aMOop(HBIX oOpasiax
[136], HO ’KCIIEpUMEHTANIbHBIE UCCIIEAOBAHUS BBIMIOJIHSIOTCS C UCIOJIb30BAHUEM MOHOKPH-
CTaJIJIOB, MIOATOMY B JaHHOM CJly4ae MpeCTaBISIOT JIHIIb 00111e00pa3oBaTeIbHbIA HHTEPEC.
3akntouyeHue K Nnas.e 1.

3a mpoueamue nocie nepBeix 3kcnepuMmenToB S50 net CU Hanuio pasHooOpasHbie
NPUMEHEHHSI KaK B HAyYHO UCCIIEIOBATEIbCKUX, TAK U B TEXHOJOTUYECKUX obnacTsx. [los-

BUJIUCH CIICHUAIIM3UPOBAHHBIC HAKOIIUTCIIBHBIC KOJIbIA, TaAPaMETPhl KOTOPBIX OIITUMU3UPO-
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BaHbl /7151 ucnosib3oBanus CU. KonudecTBo crareld B HayYHBIX JKypHajilaX, MOCBSIIEHHBIX
pe3ynbTaTtaM, MOJy4eHHbIM ¢ Hcnojb3oBanueM CH, B ron mpeBbilaeT Thicssyy. MexayHa-
ponusiii Coro3 Kpucrammorpados ¢ 1994 rona uznaer Journal of Synchrotron Radiation, B
poccuiickom uznatenbcTBe «Hayka» BbixonuT >kypHan «IloBepxHocTh: PeHTrenosckue,
CUHXPOTPOHHBIE U HEUTPOHHBIE HUCCIEIOBaHUS». EXXEerogHo MpOBOIATCS MEXIyHApOIHBIE
U HallMOHAJIbHbIE KOH(epeHnH 1o ucnonb3zoBanuio CU. Crenenb coBEpIIEHCTBA HCTOYHH-
koB CU u pa3HooOpa3HOIl ONTUYECKON M PErMCTPUPYIOLIEH ammaparypbl JTOCTUIIN YyKe
OUY€Hb BBICOKOTO YpOBHs. M X0Ts B Mupe pa3pabaThIBalOTCA U CO3JAIOTCS UCTOYHUKU YET-
BEPTOrO0 TIOKOJIEeHUsI Ha 0a3e Ja3epoB Ha CBOOOJHBIX JJIEKTPOHAX M YCKOpPUTENEH-
PEKYNEPAaTOPOB, BOZMOXHOCTH JeHCcTBYoIMX HcTouHUKOB CH, B TOM umcie u B obnactu
TUdpPaKTOMETPUHN MOJUKPUCTAIIIOB, €lle B TEYEHHE J0JITOr0 BpeMEHU He OyIyT hcuepna-
Hbl. [ToaTOMY pa3BUTHE U MPUMEHEHUE PEHTTEHOAU(PPAKIIMOHHON ammmapaTrypbl 1 METOAUK,
OCHOBaHHBIX Ha ucrnonb3oBaHuu CU, no-npexHemMy ocTaeTcs akTyaJbHBIM U BOCTpEOOBaH-
HbeIM. [Ipennaraemast pabora HampaBieHa Ha CO3JaHUE MHCTPYMEHTAJIbHO-METOAMYECKOIO
pEeHTreHoANPPAKIIMOHHOIO KOMILIEKca Ha 0a3e IKCIEPUMEHTANIbHBIX CTAaHLIUNA Ha KaHalax
No2 u Ne6 BeiBoma CH nakomnutens snektpoHoB BIIIII-3 B Cubupckom Llentpe Cunxpo-
TpoHHOTO U TeparepuoBoro M3nyueHus u pelieHre ¢ ero NOMOUIbIO psijia aKTyaJlbHbIX MC-

CJIICOOBATCIILCKHX 3aaa4.
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['JIABA 2. AIIMTAPATYPA U METOAbI PEHTTEHOCTPYKTYPHOI'O AHAJIU-
3A HA CUHXPOTPOHHOM U3JYUYEHUHU B CUBUPCKOM LHEHTPE CHU
PenTtrenonuppakmonHble HCCIeI0BaHM, OMUCAHHBIE B paboTe, ObLUTN BBHIMTOJTHEHBI
Ha ucrounuke CU BOIIII-3 B Cubupckom Llentpe Cunxporponnoro Mznyuenus (MucTH-
TyT sigepHoi ¢pusuku um.I . U.bynkepa Cubupckoro otnenenns PAH).
2.1. XapaktepucTuka nctouHmka CU
Ncrounukom CU Ha Hakonutene 31eKTpoHOB BOIIII-3 ciykUT TpEXMOMIOCHBII
BUTTJIEP € TtosieM 2 Ti. DHeprus snekTpoHoB B HakonuTtene 2.0 I'3B, cpennuit Tok 100 MA
[137]. Ouenka MHTEHCUBHOCTH, pacxoguMocTh nmydyka CHY v KpUTUUECKOW JJIMHBI BOJIHBI
U3JTy4eHus Ja€T CAeAyolre 3HAYECHUS:
— KpUTHYECKas JUTHA BOJTHBI A, =0.25 HM
— CHEKTpanbHBI MOTOK (oToHOB mpu A~0.15-0.2 M u AMA~10" N=5-10° do-
TOH/CEK-Mpa;
—BepTHKajbHas pacxoaumocTh myuka CU mpu A~0.15-0.2 am dy~0.25 mpa.
CornacHO ’KCHEPUMEHTAIFHONW OIEHKE, 3HAUCHHE CHEKTPAIHHOTO MOTOKAa (POTOHOB

N~3-10" poTon/cex-Mmpa.

2.2. JKkcnepumMmeHTanbHasa ctaHuuA Ha kaHane Ne2 BbiBoga CU HakonuTtens

anektpoHoB BIIM-3

YcTaHoBKa I TPEIU3UOHHBIX TU(GPAKIIMOHHBIX HCCIEIOBAHUN MOJMKPUCTATITHYC-
CKHUX MaTepuajioB, CMOHTHpOBaHHas Ha KaHayie Ne2 BBIBOJAa CHHXPOTPOHHOI'O M3Ty4YEHUS
Hakorutens 3nekTpoHoB BOIIII-3M B Cubupckom Llentpe CunxporponHoro M3mydenus
(Muctutyt Anepuoit ®usuku CO PAH) u Britovaromnias B ce0s CUCTEMY KOJUTUMAIIAN, MO-
HOXPOMATOp, TUPPAKTOMETP, PATUANMOHHYIO 3alIUTY U CUCTEMY aBTOMATH3AIMH DKCIIC-
pUMEHTa, HOCUT Ha3BaHHE «CTaHIUA “AHoManbHOoe Paccesnue”» [138]. Jlanubrit maparpad
MOCBSIIEH ONMMCAHUIO KOHCTPYKIIMKM CTaHIIMU “‘AHOManbHOe PaccesiHue” u e€ TeXHUYeCKHX

XapaKTEPUCTUK.

2.2.1. OnucaHue ctaHuumn «AHomanbHoe PaccesaHue»
O6mas cxema ctaHuuM “‘AHoManbHOe PaccestHue” mpencrabinena Ha Puc. 2.1.1. Tlo-

ckonbky CH B mmockocTé OpOUTHI 3IIEKTPOHOB (TOPH3OHTAIBHON TIOCKOCTH) WMEET JIH-
HEMHYIO MOJISPHU3AIIHIO, BRIOpaHa BEPTUKAIbHAS IIOCKOCTh Audpakiuu. AnepTypa BXOIHO-
ro nyuka CH ¢opmupyeTcss ropu30HTaIbHBIMA U BEPTUKAIBHBIMU BXOJHBIMU TaHTAJIOBbI-

MU LIEISIMU, UMEIOLIUMHU pa3Mepbl cooTBeTCTBEHHO ~0.1+2.5 u 5 mMm. PaccTosiHue oT Touku
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U3IIy4eHUS 10 BXOJHBIX Ienield ctaniuu ~10 m. Jljist MOHOXpOoMaTU3aIuu MepBUYHOrO “Oe-
joro” myuyka CH ucmons3yercss COBEPIIECHHBIN MITOCKUM KpUCTaT Si ¢ mpope3bio mo pabdo-
yeit mmockoctu 111. Takoi kpucTam obecrneurnBaeT MoJydeHHe MOHOXPOMATHIECKOTO H3-
aydyeHus B auanazoHe JiuH BOJIH OT 0.05 go 0.4 HM cO CTENEeHbIO MOHOXpPOMATH3AIUU
AMA~(1-3)-10". 3a MOHOXPOMAaTOPOM YCTaHOBJICHA TOPU30HTaIbHasl (POHOBAS IIETb U TaH-
TaJ0Bas JIOBYUIKA IPSIMOTO My4yKa, IIPOLIEIIIEro CKBO3b KpucTaml. MOHUTOpUPOBAaHUE UH-
TEHCUBHOCTH BXOJHOTO MOHOXPOMATHYECKOI0 My4yKa OCYIIECTBIAETCS CUUHTUIUISIUOH-
HbIM AeTtekTopoM «cuuHTWLIATOp Nal(Tl) — dotoymuoxutens ®IY-130» no MHTEHCUB-
HOCTU M3JIy4E€HUs, pacCessHHOro Ha ToHKOM (1-10 UM) pacceunBareisie U3 JETKOro MeTalia,
HampuMmep, amoMUHUS. JleTeKTop uMmeeT aMmIuiuTyaHoe paspemieHue ~40% u paboraer B
peKHMeE CUéTa HMITYIbCOB. THIHYHOE 3HAYEHHE HHTCHCHBHOCTH B MoHHTOpE (3-8)-10* (ho-
TOH/CEK B 3aBUCUMOCTH OT TOKa B Hakomutene. Kpome Toro, aToT AETEKTOP UCHOIb3yeTCs
IIPY HACTPOUWKE MOHOXPOMATOPA HA HYXKHYIO JIJIMHY BOJIHBI U3iIy4eHus. /[ 3Toro Ha MecTo
TOHKOTO pacceuBaTelisl yCTaHABIMBAETCS (OJIbra, COJEpKaIas JMEMEHT, Kpaid MOTJIOIMICHUS
KOTOpPOro OJU30K K TpeOyeMoil IJIMHE BOJIHBI, U PETUCTPUPYETCS €r0 CIEKTP MOTJIOIIECHUS
1o (IIOOPECHEHIINU. 3aTeM, UCIOJIb3Ys Kpall MOTJIOMIEHUST KaK perep, MPOU3BOJAUTCS Ha-
CTpOiika MOHOXpOMAaTOpa Ha HYXHYIO JUIMHY BOJHBL [Ipu 3TOM ommOKa Kak MpaBWIIO HE

[IPEBBIIIACT (1-5)-10” um. TouHOE 3HAYECHHE ITHHBI BOJIHEI omnpenensieTcs 00bIYHO MO TO-

(0]
JIOKEHUI0 PedICKCOB 3TATIOHHOTO 00pasia B 00sacTu 601bmmx yrioB 20~120 .
JludpakromMeTp, YCTAaHOBJICHHBIN Ha CTaHIIMH, CO3/IaH Ha 0a3e MBYX MPEUU3HOHHBIX

TOHHOMETPOB MPOU3BOACTBA (upMbl Microcontrol, oGecrieunBarONMX HE3aBUCUMOE JBU-

XKeHue oOpasla U JAETEKTOpa ¢ MUHMMAJIbHBIM ILIArOM IO YTy 20=0.001". Perncrpanus
JU(PParupoBaHHOIO M3JIyUYEHHUS! OCYLIECTBISAETCS JETEKTOPOM, AHAJIOIMYHBIM HCIOJIb3Ye-
MOMY JJI1 MOHMTOPUPOBaHHUS BXOJHOTO Iy4yka. CUTHAN C JETEKTOpa MOCTYNAeT Ha BXOJ
aHalM3aTopa CHEKTPa, MOPOTH JUCKPUMHUHAIMU KOTOPOTO YCTAHOBJECHBI TaK, YTOOBI HC-
KJIIOYUTh PETUCTPALIAIO U3TYyYEHUS BBICIINX TAPMOHHUK.

VYnpapiieHue craHUueld MPOU3BOAUTCA C MOMOILIBIO KOMIUIEKCA aBTOMAaTH3allMy Ha
0a3e mepcoHaJbHOro KoMIprorepa. Crucrema OCyLIecTBIISI€T KOHTPOJIb COCTOSHUSL CTAHLIUU
U obecrieunBaeT cOOp TaHHBIX B MMPOLIECCE IKCIIEPUMEHTA.

Mexay o0pa3LioM M JE€TEKTOPOM YCTAHOBJIEH IUIOCKMHM COBEPIIEHHBIH KpHUCTAJUI
Ge(111), BemmonHsrommiA GyHKIUIO aHanu3atopa. Kak ObUI0 0TMEUEeHO paHee, TPUMEHEHUE
KpHCTaJla-aHalTu3aTopa AefaeT Au(pakTOMETp HEUyBCTBUTEIBHBIM K TAKMM OIIMOKAM FOC-

TUPOBKH KaK CMCUICHHUC 06pa3ua OTHOCUTCJIIbHO OCH T'OHHUOMCTPA U HAPYHICHHUC COOTHOIIC-
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Hust ©-20. O6mias cxema audpakromerpa npeacrapieHa Ha Puc.5, a Puc.6 wmoctpupyet

paboTy KpHcTauia-aHaInu3aTopa.

Kanan CA Ne2
HakonuTens anekTpoHoB BAIIM-3 TeTekTop

Cunbupckunn LeHTp

CuHxpoTpoHHoro ManyyeHns Kpucrann-

aHanusatop Ge(111)

O6paszeL w
) PacceuBaTtenb _7
MoHoxpomatop Si(111)
BbixogHon \
BxogHon Konnumarop 0.

- ﬁC},\ 2 M

\5)

KOJ'IJ'IVIMaTOp
— T

MoHuTOp BXOAHON
WHTEHCUBHOCTU

Puc.5. Obwasn cxema sxcnepumenmanvhoti cmanyuu Ha kanane No2 evieooa CHU nakonume-
a5 onekmporog BOIIII-3.

Kpucrtann-

aHanuaartop
A0\ 0=0+8(20)20;

T
Lty

AQ2O)

A=2d,sin0O,

7 A
i 7 h
AR O6pasey,

Puc.6. Cxema pabomul kpucmanna-ananuzamopa. 30eco dy u ©,, —MeAHcnI10cKoCmHoe pac-

cmosinue u yeon bpseea monoxpomamopa, onpedensiowue pabouyio onury 60msl, 207, -
yeon Bpazea pegprexca obpasya, A(2@) - omxronenue nieua demexmopa om yana bpaeaa.
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2.2.2. UHCTpyMeHTanbHble XapaKTepucTuku audpakromerpa
Bomnpoc Teopernueckoro pacdyéra MHCTPYMEHTAJIBHOIO Pa3pelICHHs] MOPOLIKOBBIX

TU(dPaKTOMETPOB paccMaTpUBalICS B MOAPOOHOCTAX MHOTMMH aBTopamu. Kak u3BecTHO,
MHCTpYMEHTaIbHAs (DYHKIUS PEHTT€HOBCKOTO AM(PpPaKTOMETpa MPEACTABISET COOON CBEPT-
Ky YIJIOBOTO M CIEKTPAJbHOTO pacIpeiesieHus U3NydyeHus ¢ (QYyHKIUSMU HPOIMYCKaHUS
BCEX ONTHYECKUX 3IEMEHTOB nudpakTomerpa. Hanbonee crporuii moaxon K pacyéTy WHCT-
pyMeHTanbHOW (QYHKIIMU IU(PAKTOMETpa C COBEPIICHHBIMA KPUCTAJUIAMU B Ka4eCTBE MO-
HOXpPOMAaToOpa U aHalu3aTopa OblI ocyliecTBiE€H B padote [139] Ha ocHOBe AMHAMHYECKON
TeOpuH TUpPaKIuu. YTPOmEHHBIE (OPMYIBI IS MPAKTUYECKUX PACUETOB HHCTPYMEH-
TanpHON (DyHKIMHU nudpakTomeTpa MokHO HalTh B [140; 141]. ABTOp [142] IpUBOIUT BHI-
pa)KeHHUsI, YMCIEHHOE UHTEIPUPOBAHUE KOTOPHIX JAET HE TOJBKO IIUPUHY MHCTPYMEHTANb-
HOM GyHKIUHU, HO U (hopMy e€ mpoduis B KaXJAOM KOHKPETHOM ciydae. AHaIUTHUYECKOe
BBIPQKCHUE I HHCTPYMEHTAIBHOTO YIIMPEHUS pe(IeKCOB MOJYyYaloT, MPEAToaras, yTo
Kaxaas QyHKIUsS, BXOASMAs B CBEPTKY, sABIseTca pyHkuueil ['aycca ¢ cooTBeTCTBYIOMIEH

LIWPUHOM.

2.2.3. Dopmynbl ANA TeOpeTUYECKOro pacyéta MHCTPYMEeHTaribHOro paspe-
weHusa andpakromeTpa

JIie MHCTpYMEHTaIbHOW KOH(UTYypanmuu cTaHiuHu, u3o0paxkéHHoi Ha Pmc. 2.1.1
(MOHOXpOMATOpP U AHAJIU3ATOP — COBEPLICHHBIE KPUCTAJIbI, MOHOXPOMATOP U aHAJIU3aTOp
aHTHIIapaJUIETbHBI 00pa3ily) HMpUHA HHCTPYMEHTAIBHON (YHKINU B 3aBUCHMOCTH OT yIJIa
20 omnuckIBaeTcst GOPMYIION:

2 2
1 18© 1¢©
(2®))2 :Aza_i__(zcmﬂ_ﬁj A2m+(034+2634 18® 1g aj o,
20 T1g®, 180, h T rg®  1g0

(A

instr

m m

rae A, A, — COOTBETCTBEHHO, IIMPUHBI pe(IeKCOB aHaIM3aTOpa U MOHOXpoMaTopa, O —
pacxoaumocth nyuka CU B BepTuKanpHOil mockocty, @,, ®,, — yrisl bparra ananuzaropa
U MOHOXpOMATopa, O34=t1 s KOHPUrypanuil COOTBETCTBEHHO C NapajUIeJIbHBIMU U aH-
TUNApaJJIIbHBIMU 00PA31OM U aHAJIU3aTOPOM. DTO aHATUTUYECKOE BBIPAXKEHUE TOJIYUYEHO
B TPEANOIOKEHUH, YTO (DYHKIIUHU MPOITYCKAaHUS BCEX ONTHUYECKUX 3JIEMEHTOB, a TAKKE YyT-
JOBOE pacnpeaeneHne nHTeHcuBHOCTH mydka CU uMerot rayccoBy gopmy.

Benuuunsl A, 1 A, IO CpaBHEHUIO C BEPTHKAIBHOW pacxoauMocThio myuka CU sB-
JSIFOTCSI IPEHEOPE)KMMO MaJIBIMU M HE UTPAIOT 3aMETHOM POJIM B pa3pelieHuu AuQpaKTo-
meTpa. CylecTBeHHbIN BKIaJ B IIUPUHY pedIEKCOB BHOCUT PacXOAMMOCTb JU(Parupo-

BAaHHOTO TyYKa B IUIOCKOCTH, MEPHEHIUKYISIPHOU TUIOCKOCTH AU(paKIHK (a3UMyTalbHAs
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pacxoaumocTh). OcoOEHHO 3aMEeTeH ATOT BKJIAJ B MaJbIX yriax Audpaximui. 3aBHCUMOCTb
yIIUPEHUST PeQIIEKCOB BCIEACTBUE 3TOM PacXOJMMOCTH OT yria AUGpaKIUu OMHCHIBAETCA

BbIpakeHueM [141]:
A, (20) = (025®)" (ctg20 +1g@,)

rae @ — azumyranbHas pacxoauMocTh audparupoBanHoro mydka. [Ipeamnonaras, uto dop-
Ma 3TOH (YHKIMH TAaKXe SBISAETCS TayCCOBOM, ATO JOIMOJHUTEIBHOE YIIMPEHHE MOMXKHO

ydecTb 1o Gopmyie:

(A2O))" =(A,,,20))" +(A, (20))"

2.3. AkcnepuMeHTanbHasa ctaHUMA Ha KaHane Ne6 BbiBoga CU HakonuTtens
anektpoHoB B3IM-3

Cranuusi, cMoHTUpoBaHHass Ha kaHaine Ne6 BbiBoga CU HakomuTessi 3JIEKTPOHOB
BOIIII-3 npenna3zHavyeHa AJisi UCCIEAOBAHUSI CTPYKTYPhl U CTPYKTYPHBIX IPEBpAILCHUN B
TBepILOM TCJIC 11O BO3I[GI7ICTBI/IGM paSJII/I‘IHBIX BHCIIITHUX YCJIOBI/Iﬁ MeTogaMu peHTFeHOBCKOﬁ
I[I/I(l)paKHI/II/I Ha CUHXPOTPOHHOM H3JIYYCHHU. 9KCHepI/IMeHTI>I Ha CTaHIOHUH IIPOBOJATCA C UC-
IIOJIb30BAHHEM MOHOXPOMAaTHYECKOIO M3JIyYEHHs C AUCHEPCUEN IO yriy. B cuiny nomnspu-
3aIMOHHBIX ocobeHHocTer CH mockocTh AUGpaKkMM BHIOMPAETCS MEPHEHIUKYISIPHO
IIJIOCKOCTHU nonﬂpmam/m I/ISJIy‘IeHI/IH, TO €CThb BCpTHKaHBHOﬁ. CTaHHI/IH BKJIKOYACT B 06651
MOHOXpOMaTOp 158 CI/ICTeMy KoJu1tMMalun 1/13J1yqu1/151, CI/ICTCMy I[eTeKTI/IpOBaHI/ISI 1/13J1yqu1/151,
nudparupoBaHHOTO 00PA3IIOM, PEHTTEHOBCKHUE KaMephl, B KOTOPBIX IMOMeEIIaeTcs o0paser u
MOTYT OBITH CO3/IaHBl PA3JIMYHBIE YCIOBHSA, a TAKXKE BCIIOMOTraTelbHOEe 00opynoBanue. Mo-
HOXpPOMATOp OJTHOKPATHOTO OTPaKEHUsI PacIoJIOKeH HermocpeacTBeHHo B Oynkepe CU, nu-
(dbpakTOMETp M BCIIOMOTATEIHLHOE O0OPYIOBAHHE BHIHECEHBI B IMOMEIICHUE HAJl OYHKEPOM.

OO6mias cxema CTaHIIMU NpecTaBieHa Ha Puc.7.
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Kanan CU Ne6
HakonuTens anekTpoHos B3AIM1-3

Cwubupckuii LieHTp MosnumonHo-
CUHXPOTPOHHOrO M3ny4yeHus 4yBCTBUTONBEHBIN
OeTeKkTop
0[-3M-350
Cxema ¢ nNo3nLMNOHHO- Obpasey

YyBCTBUTEJIbHbIM OETEKTOPOM

B peXunMme paspeLlieHna no BpemMmeHun 4-kaHanbHasi cxema

B peXunme BbICOKOro

BxogHown konnumaTop T YITIOBOTO paspeLleHunst

CUMHTUNSILMOHHbIE
Kpuctannbl- nertektopsl
aHanuaatopbl 72

1A\ yaya

MoHoxpomaTtop Ge(111)

Si(111)

MoauumoHHo-dyBcTBUTeNbHas  \ o (220)
__ VIOHM3aLMOHHas kamepa

e T —

Puc.7. Obwasa cxema sxcnepumenmanvroli cmanyuu Ha xauaie Neb6 evieooa CHU nako-
numens 21ekmponos BIIIII-3.

2.3.1. MoHOXpomMaTop U cuctema Konnumauum nyyka CU
MoHnoxpoMaTu3amus nepBUIHOro «oenoro» myduka CH ocymecTBisieTcss OQHOKpaT-

HBIM OTPaXKEHUEM M3JIYyYEHHUSI OT IIJIOCKOTO COBEPILIEHHOIO0 KPUCTAJIa C OTKIOHEHHUEM IT1y4-
Ka B BEPTUKAIBHON IIOCKOCTH Ha (PMKCHPOBAaHHBIA yroj. Bemwmumua yria ompenensercs
FEOMETPUUYECKUMHU YCJIOBUSIMU PACHOJIOKEHUS CTAaHLUUU U cocTaBisieT ~30° K MeAuaHHOM
wiockoctu Hakonutens (Puc.8). PaGouast sHeprust uzinydeHust 3aBUCUT OT TUIA KpHUCTaJIa,
UCIIOJIb3YEMOT'0 B KauecTBE MOHOXpomaTopa. Ha cTaHIMM NpUMEHSIIOTCS TPU THUIA KpPH-
craimioB — Ge(111), Si(111) u Si(220). Kpucraniasl ycTaHOBJIEHbI Ha TOHUOMETPE, UMEIO-
meM MUHUMaIbHBIN mar mo yriry 0.00006° u cnocoOHOM cOBepIIaTh MOJTHBIA 000POT, TakK
YTO CMEHA KPUCTAILJIOB M, COOTBETCTBEHHO, pabouell SHEPTUU U3JIYyUEHUs] OCYIIECTBISIETCS
IPOCTHIM MTOBOPOTOM TOHHOMETpPA Ha 3aJaHHbIN yroi. Beibop paboueil sHeprun IuKTyeTcs
YCJIOBUSIMU JKCIIEPUMEHTA, BO3MOXKHbIC 3HAUCHUSI SHEPIrHil (UIMH BOJH) HU3JIy4YEHHUS CO-
crapisitor 7.162 k3B (0.1731 um) gns kpuctamna Ge(l111), 7.460 k3B (0.1662 um) nus
Si(111) 1 12.183 x3B (0.10176 um) mis Si(220).
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Puc.8. Buewnuii 6uo monoxpomamopa na kauane No6.

DHEpreTHYECcKOe pa3pelieHne MOHOXpOMAaTopa 3aBUCUT OT YIIIOBOM PacxXxoIUMOCTH
nepBuuHoro nmyyka CH B BepTUKaIbHOM IMJIOCKOCTH, KOTOpask 0OpaTHO MPONOPIMOHAIbHA

SQHCPTrUHU YaCTHUIl B HAKOIIUTECIC, O ~ mcf/E, Tac mcf - OHCpPIrus IOKOA J3JICKTPOHA, E -

SHEPIUsl YacTHI] B HAKOIMUTEIE, U UMEET BEJIIMUMHY MOPSJIKA ACCATHIX T0JIeH MUILTMpagua-
Ha. B wactHocTH myist Hakonutens snektpoHoB BOIIII-3 ¢ sueprueit 2 [9B o~0.25 mpan.
CrnenoBaTenbHO, YHEPIreTUYECKOE pa3pelleHre, ONMpPeneieMOe €CTECTBEHHON pPacXoauMo-
cteti0 nyuka CH u  yrjaom mnajeHus M3JIy4YeHUsT Ha KPUCTANI-MOHOXPOMAaTop,
AAA~A-ctg®,, ~107, ©,~15°. C JIpYroil CTOPOHBI, BEPTUKAIbHAS PACXOJMMOCTb ITy4Ka
AJIIEKTPOHOB, 3aBUCSINAS OT OAHOIO M3 MapaMETPOB HAKOIMTEIBHOTO KOJIbIA — BEPTUKAIb-
HOTO 3MHTTaHca, /1 Hakorwuress BOIII-3 me mpessimaer 3-107 pajg mpi BepTHKATBHOM
pasmepe ucrtounuka 0.1 MM, U, cienoBaTEIbHO, HE BHOCUT 3aMETHOIO BKJIA/la B PACXOJIU-
MocTh nmyuka CU u B sHepreTuyeckoe paspeuieHue. [lo3roMy [uisi MOBBIIEHUS pa3peLICHUs
UCIIOJIb3YETCA BBIXOJHOW KOJUIMMATOP, OTPAHMYHMBAIONIMN BEPTUKAIBHBIA pa3Mep MydKa
CH. IIpu 3TOM 3aMETHO NaJA€T UHTEHCUBHOCTh MOHOXPOMATHYECKOTO ITy4YKa, IPUXOsIIe-
ro Ha oOpasell, OJIHaKO JJis OOJBIIMHCTBA SKCIEPUMEHTOB €€ OKa3bIBA€TCsl JOCTATOYHO, a
SHEpPreTHdecKoe paspeiieHne ynydmaercs 10 ~10™ mpu pasmepe memn xomtamaropa ~0.1

MM.
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B mpouecce paGoThl KpUCTAII-MOHOXPOMATOP MOJIBEPKEH PaMallMOHHON HAarpy3Ke,
IIOCKOJIbKY Ha Hero nagaet Bcst MomHocTs CH 3a uckinroyeHnemM nHdpakpacHoil u onruye-
CKOM KOMITOHEHT, KOTOPBIE TOTJIOIMAIOTCS B MaTepuaie OepuiTMEBbIX OKOH, OTICIISIONIINX
BBICOKUI BaKyyM HaKOIHUTEJIBHOI'O KOJIbLIA OT cpe/iHero Bakyyma B kaHasax CU. Panunanu-
OHHAsl Harpy3Ka BBI3bIBACT HAIPEB KPUCTAILIA U, KaK CIEICTBHE, €0 TEIUIOBOE PACIINPEHHE
Y U3MEHEHHE MEXIIJIOCKOCTHBIX PACCTOSHUN. JTO MPUBOJAUT K CIa0OMY, HO 3aMETHOMY H3-
MEHEHHIO JTMHBI BOJTHBI MOHOXpOMAaTH4YeCKOro n3nydeHusi. C TeueHneM BpeMEHHU TOK B Ha-
KOMUTEIBHOM KOJIbIIE YMEHBIIAETCS, XapaKTepHOE BPEMs JKU3HU Iy4Ka JJIEKTPOHOB ~0-8
4acoB, COOTBETCTBEHHO, MaJaeT U paJuallMOHHasl Harpy3ka Ha KPUCTAJUI, YTO BEAET K €ro
OXJIAXKJCHUIO. YMEHBIIEHHE TapaMeTpa PEIeTKH KPHUCTaula ¢ TeMIepaTypod BJedYeT 3a
co0oii npu (PUKCUPOBAHHOM YIJIe MaJCHUs WU3IyYEHHs] Ha KPUCTAJJ yMEHbIIEHHE JINHBI
BOJIHBI MOHOXPOMATHYECKOTO U3NTydeHus. BemnmuuHa a¢ddekra MOKET COCTaBIATH 110 S- 10'4,
4TO, B CBOIO OUYEPE/Ib, BBI30BET CMELIEHHE AUPPAKLNOHHBIX JIMHUI 00pa3ua. DKCIepuMeH-
TaJIbHBIE TaHHBIE MMOKA3BIBAIOT, YTO CABHUT JU(PPAKIMOHHBIX JINHUH, BEI3BAHHBIA N3MEHEHU-
€M TEeIUIOBOM Harpy3ku Ha KpUCTaJUI-MOHOXpomarop, B paboueil oOiactu yrios
(20~20+70°) ne npesbimaer ~0.02-0.04°. 3to 3aMeTHas BEJIMYMHA, KOTOPYIO CIENYET IPHU-
HUMAaTh BO BHUMaHHUE MIPH MPOBEICHUH KCIIEPUMEHTOB, OCOOCHHO, eclii 00pasel] SBIsIeTcs
XOPOULIO OKPUCTAJUIM30BAHHBIM U JAEMOHCTPUPYET y3KHe AU(paKkLnOHHbIE TUHUH. Pazyme-
€TCsI, €CIIM IKCIIEPUMEHT KPAaTKOBPEMEHHBIN, TOK B HAKOMHTEJE, @ BMECTE C HUM paJuaIu-
OHHAsl Harpys3ka Ha KpHCTaUl U JJIMHA BOJIHBI M3JIy4y€HUs, HE yCIIeBaeT U3MEHUTHCS, HO B
cllydae JUIMTEIBHOTO 3KCIEPUMEHTA, BPEMsI KOTOPOTO COMOCTAaBUMO CO BPEMEHEM >KHU3HHU
IIy4YKa B HAKOIIUTEJIE, CABUT JIJTMHBI BOJIHBI JOJKEH ObITh YUTEH.

PaccTosinue oT TOYKM M3IydeHus: 10 MoHOXpomaropa ~10 M, oT MOHOXpOMaTopa 10
BXOJIHOTO KOJUTUMaTopa nudpakToMeTpa u A0 obpasna ~5 M. [Ipu Takux mapamerpax onTH-
4eCKOM cXxeMbl He00X0oquMa CTaOUIbHOCTh IPOCTPAHCTBEHHOI'O MOJIOKEHUSI UCTOUHUKA U3-
JYYEHHS C TOYHOCTHIO IPUMEPHO Ha MOPSAOK JIyUYIIeld eCTECTBEHHON PacXOIUMOCTH MydYKa
CH. CrabunpHocTb nosioxxkeHus myuka CU obecrnieunBaeTcs crieluantbHON cCUCTEMOM cTaOu-
au3auuu opOuThl B Hakonurene 3iekTpoHoB BOIIII-3 [143]. Cuctema KOHTpOIUpPYET IO-
JIOKEHHE OPOUTHI AIIEKTPOHOB, U3MEPSIsL MIOJI0KEHUE U yroa Beixoja mydyka CH u3 Hakomnu-
tensa. OueHnBaeMasi TOYHOCTD TOJOKEHHUS OPOUTHI JIEKTPOHOB HE MpeBbIIIaeT £1.5 MKM H
OTKJIOHEHUSI BEPTHUKAIBHOTO yria +1 MKpaj, 9TO MPUBOAUT K H3MEHEHHIO TIOJIOXKCHHS Tyd-
ka CU ne Oosiee ueM *10 MKM, 4TO BIOJHE YAOBJIETBOPSIET TPeOOBAHMUSM IPOBOAMMBIX
SKCIEPUMEHTOB.
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2.3.2. CuctemMbl oeTeKTUPOBaHUA
Ha CTaHIWH MPEAYCMOTPCHA BO3BMOXKXHOCTD MCITIOJIb30BAHUSA ABYX PA3JINYHBIX CUCTEM

netexktupoBanus. OHa U3 HUX peann3oBaHa Ha 0a3e PEeHTI€HOBCKOTO OJHOKOOPIUHATHOTO
OecrapaylakCHOIO MO3UIMOHHO-4yBCTBUTENBHOTO AeTekropa O1-3M-350 u npennasHaue-
Ha JUis OBICTPOM perucTpalny peHTreHOrpaMM B SKCIIEPUMEHTaX C BPEMEHHBIM paspeliie-
HueM. Bropas mpezictaBiseT coO0i YeThIpEXKAHAIBHYIO CXEMY, COCTOSIIYIO M3 TUIOCKHX
COBEPIICHHBIX KPUCTAJUIOB-aHAIU3aTOPOB U CUUHTWUIALMOHHBIX JE€TEKTOPOB, U MOXKET
OBITh MPUMEHEHA ISl TTOJIYYEHHsI PEHTTEHOTPaMM C BBICOKHM YTJIOBBIM pazperieHueM. Mc-
TOPUYECKU BTOPAsI cXeMa Obljla peajJn30BaHa paHbllie, IO3TOMY CTaHLMA MOJIy4YHJia CBOE Ha-
3Banue «[Ipenuznonnas AudpakroMeTpus».

Jlemexmop O/-3M-350. Penrrenosckuii OJHOKOOPAVHATHBIN MMO3UIIMOHHO-
YyBCTBUTENBHBIN OecnapaiakcHbii netexktop OJ1-3M-350 [144] Obu1 pa3paboTaH U U3TO-
toBrieH B Muctutyre snepnoit ¢usuku um.I.M.byakepa CO PAH mns npoBenenus nu-
(paKIMOHHBIX KCIIEPUMEHTOB HAa CHHXPOTPOHHOM H3Ty4YeHHH. J[eTeKTop mpeacTaBiiser
c000#1 MHOTOITPOBOJIOYHYIO MOHU3AIIMOHHYIO KaMepy, B KOTOPOUM PErucTpUpPYyEMBIi CUTHAI
CHHMAETCS C IMOJOCOK (CTPUIIOB) KaTOAHOM IJIOCKOCTH. Kamepa neTekropa MMeeT MmIOCKOe
OepuITMEBOE BXOJHOE OKHO pazmepom 250x10 MM, 32 KOTOPBIM PACTOJIOKEHBI Apeiido-
BbIE AJIEKTPObl, AHOJHAS MPOBOJIOYHAS CTPYKTypa M CTpUIOBas IJIOCKOCTh. CTpHUIbI Ha-
IPABJICHbI B OJHY TOYKY, Ha3bIBAEMYIO (POKYCOM JETEKTOpa M HAXOMSIIYIOCS Ha PacCTOs-
Huu 350 MM OT BXOJHOTO OKHA. BeepHasi CTpyKTypa pacroioKeHUs] CTPUIIOB 00eCTIeUnBaeT
OTCyTCTBHE abeppauuii Ha Kpasx JETEKTOpa MO OTHOIIEHHUIO K LEHTPaJbHOW o0jacTu, Ta-
KUM 00pa3zoM, JAETEKTOp HE MMEET Mapajylakca U PEerucTpUpyeT AU(PPaKIHMOHHYIO KapTUHY
0€3 UCKaXEHUII.

JleTekTop MO3BOJISIET PETUCTPUPOBATH AUPPATUPOBAHHYIO UHTEHCUBHOCTh B JHara-
30He yrioB ~30°. PaboTta geTekTopa OCyImecTBISETCS B CYETHOM PEXHUME, T.€. PUKCUPYETCS
Kbl OT/AENbHBIN KBAaHT, MPUIIEANINI B pabo4yyto 001acTh AETEKTOpa, U ONpeAeseTcs
€ro KOOpAMHaTa HE3aBUCUMO OT JPYIMX KBaHTOB. BbruncieHne KoopAuHAThl IPUILEAIIErO
¢oTOHA MPOU3BOAUTCS MO AMIUIUTYIaM CUTHAJIOB, TIOJYYEHHBIX C TPEX MOCIEI0BATEIBHBIX
cTpunoB. Pacnpenenenue aMIuInTy/] anmpoKCUMUPYETCsl MTMKOBOM (DyHKIIMEH, OKOHYATENb-
HO KOOpAMHATA COOBITUS BBIUMCIIAETCS IO MAKCUMYMY (YHKIIH pacupezeneHus. TouHOCTb
ompeneNeHruss KOOpaAUHAThl coObITUs — 1/64 mupunsl crpuna (~70 MxMm). Becero merexrop

umeeT 52 crpuna x 64 = 3328 kaHanoB. YrioBas mupuHa kaHana ~0.01°.
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[lepen Hagamom paGOTHI MPOM3BOAMTCS KAMHOPOBKA M TpaayupoBKa Aetekropa. Jlms
MPOBEJICHUSI KATMOPOBKHU JAETEKTOP 3aCBEUYMBAETCS MO BO3MOXKHOCTH Haubosiee paBHOMEP-
HBIM PacHpe/IeIICHHEM WHTEHCUBHOCTH WM3JIYYEHUS, HAPUMEDP, U3ITyYCHHUEM, PACCESTHHBIM
Ha OOJIBIIIME YTJIbI HA KaKOM-HHOYIh amopdHOM oOpasie. KoauuecTBO BceX 3aperucTpupo-
BaHHBIX COOBITHI JETUTCS HA YUCIIO KAHAJIOB JETEKTOPA, MOJYyJaeTcs CpeaHee 3HAYCHHE
yuciaa coOBITUI B OJHOM KaHaje. Jlamee, popMupyercs MacCuB MHOXHUTENICH, KOMIICHCH-
PYIOIIUX OTKJIOHCHHSI YMCJIa COOBITHIA B KaXXJOM KaHAJe OT CpeAHero 3HaueHus. MHbiMu
CJIOBaMHU, KanMOpOBKa JIETEKTOPA COCTOMT B HOPMHUPOBKE YHCIIa COOBITHUM, 3apPETUCTPUPO-
BaHHBIX B KXKJIOM KaHaje, Ha 3Q¢GeKTUBHOCTh KaHanma. MaccuB KatMOpOBOYHBIX KOd(du-
[IUEHTOB WHIMBUIYAICH JJISI KOKIO0W KanHOpOBKU. PekoMeHIyeTcsl MpOu3BOIUThH Kaauo-
POBKY IpH JIt0OOM M3MEHEHUHU YCJIOBHI SKCIEpUMEHTa, HAalpuMep, MpH 3amMeHe padboueit
ra30BOM CMECH B JIETEKTOPE WJIU MPU U3MEHEHHUH SHEPTUU U3ITYUCHUS.

JIeTeKTop YCTaHOBJIEH Ha MpPEU3UOH-
HoMm rornomerpe HUBER 480 u moxet ObITh
MO3UIMOHUPOBAH TI0 yriy 20 B Tpebyemoe
MOJIOKEHHE, OMPENEIsIeMOe  KOHKPETHBIMH
ycioBusiMu  skcnepumenta (Puc.9). Hermno-
CPEIICTBEHHO Iepesl MPOBEIeHUEM U3MepEHUI
BBITIONTHSIETCS TPaJyHMpOBKA JIETEKTOpa IO

pEHTTeHOTpaMMe  CTaHAapTHOTO  oOpasia.

OOBIYHO B Ka4eCTBE CTAaHAAPTA UCIOIB3YETCS
kopyHa (NIST Standard Reference Material
SRM676) unu kpemauit (NIST Standard Ref-
erence Material SRM640). Ilpennoururens-

Hee wucmnosib3oBaTh SRM676, moTtomy 4TO B

PETUCTPUPYEMYIO 00JIaCTh YIJIOB IOMAIacT
Puc.9. Obwuii 6uo ougppaxmomempa. 00JIbIIIee KOIMYECTBO pedIeKCOB, M TOYHOCTh
rpajyupoBKH MOBBIMIaeTcs. [Iporenypa rpaaydpoBKA COCTOMT B COTOCTABJICHUU HOMEpa
KaHaJla JIETEKTOpa COOTBETCTBYIOIIEMY MEXIUIOCKOCTHOMY PACCTOSHUIO Ha PEHTI€HOIPaM-
me. [To mony4eHHO#M peHTreHorpaMMe CTaHIapTa ONPEACSIOTCS MOJI0XKCHHs Pe(IIeKCOB B
IIKaJie KaHAJIOB JCTEKTOpa. DTH IMOJIOKCHUS PEQIICKCOB SBJISIOTCS PENEPHBIMH TOUKAMU
JUTS TIpeoOpa3oBaHus IIKaIbl KAHAJIOB JCTEKTOPa B MIKATy MEKILUIOCKOCTHBIX PACCTOSHUM.
Pe3ynbraThl TakoW TpayUpOBKU SBISIOTCS HAUOOJIEe TOYHBIMHU, T.K. B JAHHOM Cliydae He
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TpeOyeTcsi 3HaHUS HU JUIMHBI BOJHBI M3Iy4YeHHs, HU MOJIOKeHus1 HyjieBoro yria (Puc.10).
I'panynpoBKy cieayer Ipou3BOAUTh IIPU TOM IOJOXKEHUH JIeTEeKTOpa, KoTopoe Oynaer pado-
YUM I TaHHOTO KOHKPETHOIO 3KcrnepuMeHTa. Jljig 3Toro HeoOXOAMMO € JIOCTaTOYHOM
CTENEHbI0 YBEPEHHOCTH IPEIOoJaraTh, YTO JaHHBINA JMaNa3oH yIJIOB perucrpauuu augpa-
THPOBAHHOTO M3JIYYEHHUS BKIIOYaeT Hanbosiee MHPOPMATUBHBIE 00JIACTH PEHTTEHOTPAMMBI
uccieayemMoro oopasma. 3To He BCerja BO3MOXKHO, IOTOMY 4TO B MPOIECcCe IKCIEPUMEHTA
MOYKET U3MEHUTHCS (Pa30BBIA COCTAB HIIM CTPYKTypa o0Opasiia, Tak 4To Hauboee nHpopma-
TUBHAs 00JaCTh OKaXeTCsl 3a MpejenaMu 00JacTH perucTpauuu. B aTom ciydyae BO3HUKaeT
HEOOXOAMMOCTh M3MEHEHHs I0JIOKEHUs JETEKTOpa IyTeM I[I0OBOpOTa NOHHOMETpa Ha 3a-
JAHHBIN yroi. I palyMpOBOYHYIO KPUBYIO IIPH 3TOM CJIEAYET IKCTPAIIOIMPOBATh HA HOBYIO
00J1aCTh PETUCTPALIMH, JTUOO MEPENTH B LKAy «KaHaJl IeTeKTopa — yroia Audpaxkiuuu». [le-
PEBOJ] IIKAIBI KAHAJIOB JIETEKTOPA B IIKATy YIJIOB TU(PAKINH OCYIIECTBISETCS PEUICHHEM

CUCTEMbI YpaBHEHHIA:

2d(hk 1, )sin(%ﬁ’“j =2

=1

2d(h2k212)sin(wj

n-n-n

2d( k I )sin[%“’j oy

rae d(hikl;) — MeXIIOCKOCTHBIE pacCTOSHUS pedIEKCOB CTaHIAapTa C COOTBETCTBYIOIIUMHU
uHAeKkcaMu Mwinepa, A — yrioBas IIMpUHA KaHala JETEKTOpa, X, — 3HAYCHHE yria JH-
(pakiuu B IIKajge KaHAJIOB JETEKTOPa, () — YII0BOE MOJOKEHHE HYJICBOrO KaHaia, A — pa-
Oouasi 1JIMHA BOJIHBI U3Ty4YeHHs. MEXIIJIOCKOCTHBIE PACCTOSIHUS CTaHJAapTa U3BECTHBI, TOU-
HbI€ 3HAUEHUs MOJIOKEHUS HYJIEBOT'O KaHaja, YIJIOBOM HIMPUHBI KaHala W JJIUHBI BOJHBI

OnpeaACIAI0TCd YTOYHCHUCM METOJJOM HAMMCHBIINX KBA/IPATOB.
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Puc.10. Penmeenoepammul cmanoapmuoco oopaszya SRM676, nonyuennuvlx ¢ ucnonb3osa-
HUeM pa3ublX OJIUH BOJIH 8 OIUZKUX OUANA30HAX Yen08 pecucmpayuu 2 6, HO 8 pa3Hblx oua-
nasonax 6eKkmopos paccesinus 4 zsin Y A.

YemvipexkananvHas cxema oemekmuposanus. BMecTo MO3UIIMOHHO-UYBCTBUTEIBHOTO Je-
tektopa OJ[-3M-350 Ha cTaHIIMM MOKET OBITh YCTAHOBJIEHA CUCTEMA PETUCTPALIMM PEHTIE-
HOTpaMM, COCTOSIIIAsl U3 YEThIPEX KPHUCTAJIOB-aHAIU3aTOPOB U YETHIPEX TOUYEHHBIX CIIMH-
TUJUIALIMOHHBIX J1eTeKTOpoB. Cxema CTaHIMU B 3TOM Clydyae aHaJIOTUYHA CXEME CTaHLUU
«AnomainbHOe PaccestHue» (cM. m.2.2.). Cucrtema npeaHa3HaueHa Jyisi CpPaBHUTEIBHO OBICT-
pOro HAKOMJIEHUS PEHTI€HOIPAMM C YAOBJIETBOPUTEIHHOW CTATUCTUKON U BBICOKHM YIJIO-
BBIM paspelleHreM B Auana3zoHe yrioB 20=80°. JleTeKTopbl MOHTUPYIOTCSl Ha MPELM3UOH-
HoM roHnomerpe HUBER 480 ¢ yrinoBeiM uHTepBasiom 20°, HaCTpOMKa CUCTEMBI MPOU3BO-
JIUTCS TyTeM YCTAHOBKHU KaHAJIOB IMOOYEPEHO Ha MPSMOM MOHOXpomaTtuueckuil mydok CU
U MTOBOPOTOM KpHCTaJlJIa-aHaIU3aTopa B MOJIOKEHHE, KOT[a yroJl MajieHus My4Yka Ha KpH-
cTayul OyJeT paBeH OpIITOBCKOMY yriy. B aTom cimydae OyneT MMeTh MECTO OTpa)KeHHE
MOHOXPOMATHYECKOT0 MydKa OT KpUCTalJla-aHAIM3aTopa. 3aTeM CUCTEMa BBICTABJISIETCS Ha
HAYaJIbHBIM YTOJI U PEHTre€HOIPaMMBbI MOJIY4YaloT MOLIArOBbIM CKaHMPOBAHUEM B JIMaIla30He

yrioB 20°. CkaHHpOBaHHEM TOHHOMETpa B Juarnazone yrioB 20° perucrpupyercs nudpa-
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TUpOBaHHAs MHTEHCHBHOCTH B quana3zoHe 80°. Takum oOpa3om, Bpems Habopa PEeHTTECHO-

rpaMMbl COKpAIIacTCA B 4 pa3a 1o CpaBHCHUIO C OJIHOKaHAJILHOM CXEMOM.

2.3.3. PeHTreHOoBCKMe KaMepbl U gepxartenu obpasyos
JudpakromeTp npeaHa3HaueH sl UCCIEAOBAHUS CTPYKTYPHI, CTPYKTYPHBIX U (a3o-

BBIX IIPEBPAILCHUI B MOJUKPUCTAIIMYECKUX MaTeprajax o IeUCTBUEM Pa3JIMUHBIX yCIIO-
BUI — IIPU BBICOKHUX TEMIIEPATypax, Ha BO3JlyX€, B BaKyyMe U B Pa3JIM4YHbIX PEAKIIMOHHBIX
cpenax. lnst co3aaHus BHEUTHUX YCIOBHA 00pa3ell MoMemaeTcsi B KaMepy, yCTaHOBICHHYIO
Ha TOHUOMETpE, TaK, YTOOBI MJIOCKash MOBEPXHOCTh 00paslia CoBMajiaja C LEHTPOM TOHHO-
METpa U HaXOAWIach B OKyce AeTeKTOpa. B KOMIIEKT SKCIIEpUMEHTAIbHON CTaHIIUU BXO-
JIAT IB€ PEHTT€HOBCKUE KaMmephl mpou3BoacTBa Anton Paar, Asctpus, - HTK-2000 u XRK-
900.

Kamepa Anton Paar HTK-2000. PentreHoBckas BbicokoTemIiieparypHas kamepa HTK-2000
(Puc.11) npegna3naueHa A NpOBEACHUS PEHTTCHOAN(PPAKIMOHHBIX HUCCIETIOBAHUNA CTPYK-
TYpbl U CTPYKTYPHBIX MPEBpAIICHUI B 00paslie Mmoja AEHCTBUEM BBICOKON TEMIIEPATYphl Ha
BO3J/lyX€, B MHEPTHOM Ccpejlie WK B Bakyyme. HarpeBareneM B kamepe sBIISIETCS METAJLIINYe-
CKas TUIaCTHHA W3 BOJNb(pamMa WIN TUIATHHBI, HATPEB KOTOPOW OCYIIECTBISETCS MPOITyCKa-
HUEM uepe3 Hee TOoKa. TeMiieparypa peryiupyercs BEIMYMHON NPOIyCKaeMOro TOKa U KOH-
Tposupyetcsi Tepmonapoit W-Re unu PtRh-Pt, npunasunoii k mnactune. TemneparypHblit
JMara30H 3aBUCUT OT TUIIA HArpeBarTelisi — IUIaTUHOBAs IUIACTHMHA MO3BOJISIET OCTUIATh
temnepatyp ~1300+-1400°C nHa BO3ayxXe WM B BaKyyme, BOJb(PAMOBBIA HarpeBaTeib
obecneunBaet temmeparypsl 1o 2000°C B Bakyyme. Kamepa mMoxxkeT ObITh M30IMpPOBaHA OT
BHEIIHEH aTtMocdepsl KOPIycoM, B KOTOPOM MMEIOTCSI BXOJHOE U BBIXOJAHOE OKHA, 3aKPhI-
Thl€ KalITOHOBOM IJIEHKON. OTKauka KaMepbl IPOU3BOAUTCS TYPOOMOJIEKYIIIPHBIM HACOCOM

10 TaBJICHUSI 107 Moap.
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Puc.11(a). Peumeenogckas evicokomemne-  Puc.11(6). Buympennee ycmpoticmeo Ka-
pamypHas kamepa HTK-2000, ycmanog- Mepbl, NIACMUHA Hazpesamels U WUHbL
JIeHHas Ha Ouppakxmomempe NUMAHUSL.

Ha nmyactuHy HarpeBartenss TOHKMM CJIO€M HAaHOCHUTCS HOPOIIKOBBIA oOpasen. Toi-

muHa oOpasna Kak mpaBuiio He nmpesbimaet 0.1 MM, 94T00bI H30eXKaTh 3aMETHOTO TeMIIepa-
TYPHOTO TPaJMeHTa MO TONIIMHE oOpa3ua. [ myOruHa MPOHUKHOBEHUS U3ITyYEHUS C IJTUHOU
BostHBI (.17 HM maxke a7s cnaboOMOTIIOMIAIONIET0 OKCHIA ATIOMUHUS MMEET HMOPSAO0K BEJH-
guHbl 100 MKM, clieoBaTenbHO, IPH YIylaxX MajJeHus u3ydeHus Ha oopazer; 10-20° uzimy-
YeHue, MpolIeaee yepe3 oopasen u AudparupoBanHoe MIIACTHHON HarpeBaTens, He OyaeT
UMETh CKOJbKO-HHOYAb 3aMETHYIO HMHTEHCHUBHOCTH. JIpyrMM HCTOYHHUKOM BO3MOKHBIX
OomMOOK B OMpEACNCHUH TOJIOKEHUH U mpoduiied nu(paKkMOHHBIX JHHANA MOXET OBITH
U3MEHEHHe TeoMeTpun oOpasia. B mporecce HarpeBa o0paszer] MOKET YMEHBIIUTHCS WIIH
YBEJIMUUTHCA B 00bEME, UTO MPUBEAET K CMEIIEHUIO €ro MOBEPXHOCTH U3 IUIOCKOCTH IH-
¢pakuun. YtoOsI 3TOT 3¢ (heKT He ObUT 3aMETeH Ha PEHTIeHOTpaMMe, CMEIeHnEe PedIIeKCOB
JOJKHO OBITH HE 0oJiee YIIIOBOM MIMPHHBI OJJHOTO KaHalla JaeTekTopa, T.e A20<0.01°. Ilpn
pabouux yriax yctaHOBKH oOpasma k myuky CU O~10° u yrmax mudpakmuu 20~40° no-
yCTUMOE CMEUIEHUE IUIOCKOCTH oOpasua oueHuBaerca Ah~20 mxM, T.e. He Oonee 20%
CTaHIAPTHOW TONIIUHBI 0Opa3ua. (s 00pas3oB, N3MEHEHNE TOIIIHUHBI KOTOPBIX MPEBHIIIA-
€T JIONyCTUMbIE 3HAYEHUSI, HAHOCUMBII CIIOM JTOJKEH ObITh YMEHbILEH. XapakTep MoBee-
HUS 00pa3ia Mpu HarpeBe MOXKET OBITh MPEIBAPUTEIHHO HCCIEIOBAaH BHE PEHTTEHOBCKOU
BBICOKOTEMIIEpaTypHOU KaMephl M YUTEH B Mpolecce dkcnepuMmenta. Kpome toro, rmiactuna
HarpeBartess MpH MOBBIIICHUH TEMIIEPATYpPbl UCIBITHIBACT Ae(hOpMaIInIO BCIEICTBHE €€ Te-
IUJIOBOTO paciuupeHus. Jjis Toro 4rodbl NpeAoTBpaTUTh NPOrud MiIacTUHBI HAarpeBaTesns u
cMelnieHne o0pas3la M3 IUIOCKOCTH AUGPPAKIMK KOHCTPYKIMEH KaMmephl MpeaycMOTPEHO
IpeJBapUTEIbHOE HATSHKCHHE TUIACTHHBI, TAK YTO MPHU HArpeBe MOJOXKEHHE MOBEPXHOCTU

o0pasia ocTaeTcsi HOCTOSIHHBIM.
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Kamepa Anton Paar XRK-900. PeHTreHOBCKas BBICOKOTEMIIEpaTypHasi Kamepa-peakTop
XRK-900 (Puc.12) no3Bosasier npoBOANUTH SKCIEPUMEHTHI 110 UCCIEA0BAHUIO CTPYKTYPHBIX
U (pa3oBbIX mpeBpameHuii B oopasue npu temmeparypax 10 900°C B OKHCIUTENBHBIX, BOC-
CTAHOBUTEIBHBIX U MHEPTHBIX Ta30BBIX cpefax mpu aasieHusx ot 0.1 mO6ap mo 10 6ap. Ha-
rpeB oOpasiia B KaMepe OCYIIECTBISIETCS paJuallMOHHO-KOHBEKTHBHBIM CIIOCOOOM, Harpe-
BaTeJIbHBIA 3JIEMEHT B BHUJE MPOBOJOKH JUAaMETPOM ~1 MM HamoTaH B QopMme HHIUHApPA
nrnameTpoM ~40 MM B OKpykaeT oOpasell, KOTOPbIi HaXOAUTCS B LIEHTpe Kamepbl. Tem ca-
MBIM JIOCTUTA€TCsl PAaBHOMEPHOCTh HarpeBa oOpaslia ¢ MUHUMAJIbHBIMU I'PaUEHTAMHU TEM-
nepatypbl. ['a3oBast cMech MmojaeTcsl Mo KanwuisgipaM AHaMeTpoM ~1 MM M HarpeBaeTcs B
kamepe. KoHCTpyKIus: kaMepsl IpenoaaraeT MpoXoKIeHHE ra30Boi CMECH CKBO3b 00pa-
3ell ¥ BBIXOJI €€ B BHJIE ra30(ha3HbIX MPOAYKTOB PEaKIlMy Yepe3 BhIMTYCKHON naTpyook. Kon-
TPOJb TEMIIEPATypbl MPOU3BOAUTCS TEPMONApPOM, PACIOJIOKEHHOH B HENOCPEICTBEHHOU
6nm3octu oT oOpaszua. Bropas TepMmonapa m3mepser Temmeparypy kKopryca kamepsl. [o-
MyCKAETCs TEPMOCTATUPOBAHUE KOpIyca Kamepsl 10 TeMriepaTypsl 150°C, 94To0s1 n36exath
KOHJICHCAllUM Ta30BBbIX PEAareHTOB Ha CTEHKax Kopryca. OXJaxJIeHHe KOpIlyca KaMephl

OCYIIECTBIISICTCS KUIAKAM OXJIaJIUTENIEM C IPUHYAUTEIBHON IUPKYJIAIHCH.

Puc.12(a). Peumeenogckas evicokomemne-  Puc.12(6). [epocamens obpazya.
pamypHas kamepa peaxkmop XRK-900
JInd mostydeHuss peHTreHOrpaMM C XOpOIIEH CTaTUCTUKOW HMMEETCS BO3MOXKHOCTh

BpameHus: 00pasia BOKPYr HOPMaJIH K MOBEPXHOCTH I 3P(PEKTUBHOTO YCPEAHEHUS OPH-
EHTalMil KPUCTAITUTOB. BX0/IHOE M BBIXOJTHOE OKHA KaMepbl 3aKpbIThl OepuiineBoil (ob-
roi TonmuHoM (.75 MM, 4TO 00ecrieurBaeT BO3MOKHOCTh CO3/IaHMSI B KAMEPE pa3peKeHHOM
aTMocdepsl Wiu H306ITOYHOTO AaBieHus. BHyTpennuit o0bem kamepst 400 M.
VYnpasienue Temnepatypoil B 00eux Kamepax OCYIIECTBISETCS dJIEKTPOHHBIMU 0J10-
KaMH, KOTOPbIE MOTYT padoTaTh KaK B PEKUME PYYIHOTO MPOTPAMMHPOBAHHSA, TaK U B pe-

JKUME KOHTpOoJIsl OT KoMmnbtoTepa yepe3 COM-nopt B ctangapre RS-232. IIporpammuo 3a-
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JAI0TCS TEMIEpAaTypa U CKOPOCTb MOJbEMa/CHIKEHHS TeMIIepaTypbl. MOXHO Takke ycTa-
HOBUTh PEXHUM MOCTOSHHON MOIIHOCTH, YTOOBI MCCJENI0BAaTh OCOOCHHOCTH SHAOTEPMUYE-
CKHX WJIN 9K30TEPMUUYECKUX PEAKLIUM.

[Tpn HeoOX0AUMOCTH Ha AUPPAKTOMETP MOXKET OBITh YCTAHOBJIEH KaKOW-TMO0 MHOM
JepKatenb 00pasia, COOTBETCTBYIOUINI pelIaeMoi 3aiade, HanpuMep, HU3KoTeMIepaTyp-

Has pCHTTCHOBCKAs KaMepa UJIN siYerKa A1 CO3IaHUs TUAPOTCPMAJIbHBIX YCHOBHﬁ.

2.3.4. lononHuTenbHoe obopyaoBaHue
B xommiekr 06opyz[0BaH1/1;1 CTaHIHHU BXOOAT CUCTEMA IMOATIOTOBKHU I'a30B IJIA CO344-

HUS Ta30BOM cMecHu TpeOyeMOoro cocTaBa Iepej Mojauei ee B KaMepy-peakTop U KBaJpy-
MOJIbHBII Macc-CIeKTPOMETP ISl aHallM3a COCTaBa ra30BOM CMECH Ha BBIXOJE M3 KaMephl-
peakTopa.

Cucmema noocomosku 2azos. Cucrtema MOATrOTOBKH Ta30BOM CMECH UMEET TPU HE3aBUCH-
MBIX KaHajia, TaKUM 00pa3oM, JOMYCKAETCA MOJyUYeHHE TPEXKOMIIOHEHTHOM CMECH B CIydae
UCIIOJIb30BaHMS OJTHOKOMIIOHEHTHBIX MCXOJHBIX ra3oB. Kaxaplii KaHan MpeacTaBiseT Co-
Ooli perynsarop pacxoda raza Sierra SmartTrack 50 u cucremy KianmaHOB, yIpPaBIISIEMBIX
koMIiibtoTepoM uepe3 COM-nopt B cranaapre RS-232. MakcumanbHbIN OTOK, 33/1aBA€MbIii
koHTpoyiepoM 200 MiI/MUH ¢ TOYHOCTBIO ~1.5% BO BceM auama3oHe sl Haubojiee 4acTo
UCTIOJIb3YEMBIX Ta30B. B pacmopsukeHHH 3KCIEpPUMEHTAaTopa MMeeTcs Habop OalJIOHOB ¢
Pa3IUYHBIMU ra3aMU M T€HEpaTOp BOJOPOJAA C JIMHHUEH ocyluTenei, 00ecrneynBaomui mno-
ToK He Ooznee 10 mi/cex. Bo3MoxHa nojaya ¢ 3aJaHHOM CKOPOCTBIO MPEBAPUTEIBHO MO/I-
TOTOBJICHHBIX CMeCei 00Jiee CII0KHOTO COCTaBa.

Macc-cnekmpomemp. KBanpynonbsbslid Macc-criektpomerp Stanford Research System Uni-
versal Gas Analyzer SRS UGA100 npou3BOAUT aHaIM3 COCTaBa ra30BOM CMECH 10 3Haye-
Huii 100 aTOMHBIX €IWHUII Macchl (aeM) Ipu pabodeM JaBIECHUU 5.10° Topp ¢ 4yBCTBU-
TEeIBbHOCTRI0O 70 1 ppm. OTOOp raza Juisi aHaiv3a U3 BBIXOJHOIO MOTOKA U3 KaMephl-
peakTopa MpPOU3BOAUTCS Yepe3 MPOrpeBaeMblii BXOJHON Kamuiuigp, KOTOPBIA OTAEIsET aT-
Moc(epHOe NaBjeHHE B KaMepe OT JaBIICHUS B YyBCTBUTEIBHOW 0O0JIACTHM aHAIU3aTopa.
VYrpaBneHue Macc-CIEKTPOMETPOM OCYIIECTBIIETCsl KoMmibioTepoM depe3 COM-nopt B
cranaapte RS-232. Takum 00pazoM, JaHHBIE O TEMIIEpAaType B KaMepe-peakTope U COCTaBe
ra30BOM CMECH Ha BBIXOJIE U3 PEAKTOPa MOTYT ObITh CHHXPOHU3UPOBAHBI C TAHHBIMH, PETH-

ctpupyeMbiMu ieTektropoM O/[-3M-350.
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24. 3KCI'IepVIMeHTaJ1beIe MeTOoAUuKUN, peasrin3oBaHHble Ha CTaHLUUAX KaHanoB

Ne2 n Ne6 BbiBoga CU HakonuTens anektpoHos B3IIM-3

2.4.1. Kanan CU Ne2. Bbicokoe yrnoBoe pa3speluieHune
JUisl SKCIEpUMEHTATILHOTO OTPEAETICHHUSI HHCTPYMEHTAIBHOTO pa3pelieHus Iudpak-

ToMeTpa ObUT MCIOJB30BaH 3TalOHHBIN o0pasenr SRM640 (kpeMHUit). DKCIEPUMEHT OBLIT
BBIIIOJIHEH C WCIOJIb30BAHUEM JUIMHBI BOJIHBI u3nydeHus: A=0.154 HM, KpucTaLI—
ananuzarop Ge(111), pazmep BxogHou menu 1 Mm.

Jlis cpaBHEeHHs ObLI MPOBEAEH TaKkKe TEOPETUYECKUN pacy€T MIMPUHBI U paKiu-

OHHBIX JJUHUHN, B KOTOPOM HCHOJIb30BATUCH CIEAYIOIINE BETUUUHBI:

— BEpTUKAJIbHAS pacXoauMocThb nepBuyHoro myuka CU ~0.1 mpan;

—a3uMyTallbHAs PAaCXOJUMOCTh TU(PArHpOBAHHOTO ITydYKa, OMpesernsemMas Kak YIrIIOBON
pa3Mep MPUEMHOTO OKHA JETEKTOpa, OTHECEHHBIH K pamuycy mudpakromerpa, ©~0.05
pan.

[Ipu pacuére mosHON MMPUHBI NU(PPAKIMOHHBIX JIMHUN YUUTHIBAIOCH YIIMPEHUE,

BBI3BAHHOE KOHEYHBIMHU pa3MepaMu 00JIacTel KOTePEHTHOTO paccesiHus obpasma. Bemuum-

Ha YLIMPEHUs PaCUMTHIBAIACH 110 u3BecTHOH (opmyie Llleppepa A (20)=0.94A/(LcosO®),

rae L — pa3smep kpucramnutoB B oopasime (~500 um). Bximtodyenue 3Toro ymupeHus B 00-
HIyI0 HIMPUHY JUHUU OBUIO CIIENIAaHO B MPEINOJIONKEHUU, YTO OHO TAKXKE HUMEET rayccoBYy
hopmy:

(A, 20))" =(A,,,20))" +(A,20)) +(A,20))’.

tot instr

Pe3ynbraThl SKCIIEpUMEHTANBHBIX U3MEPEHUM U TEOPETUUECKUX PACUETOB MHCTPYMEHTAIIb-

HOTO paspeuieHus audpaxkromerpa npeacTanBieHsl Ha Puc.13.
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Puc. 13. 3asucumocms wupunvl OuGpakyuoHHvix TUHUL om yeaa Oudpakyuu.

BaxHbIM mapaMeTpoM, KOTOPBIM HENIPEMEHHO CIEAYET YUYUTHIBATh NPU IPOBEICHUU
CTPYKTYPHOI'O aHaJIM3a MOPOILKOB, SBJISETCS NPOPMIb AUPPAKIIMOHHON JTUHUU U TOYHOCTh
ero annpokcumarnuu. Popma GyHKIUN TpOGUIS 3aBUCUT OT XapaKTEPUCTUK 0Opasla u om-
penensercs SKCIepUMEHTANIbHO. B TaHHOM cilydae cTaHAapTHOTO o0Opa3la 4acTUIIbl 00Jb-
mioro pasmepa (~500 HM), UMEIOIME BHICOKYIO CTEIIEHb COBEPILIEHCTBA CTPYKTYPBI U Y3KO€
pacmpeeneHne mo pasmepam, nart Gopmy Tpoduis JIMHUHA, XOPOIIO OMHCHIBAEMYIO CYM-
MO¥ TayccoBa U JOpeHIleBa mpodueii ¢ paBHbIMU Becamu (riceBao-PDoirt). Ha Puc.14 npu-
BereH npoduns pedaexca 533 kpemMHus ¢ anmpokcumanuen (yHkiuen mcesao-PoirTa.
3HaueHue (akTopa HEIOCTOBEPHOCTH COCTaBUIIO ~4.7%, 4TO CBSI3aHO, MO-BUIUMOMY, CO

CTaTUCTHUYECKUM Pa30pOCOM H3MEPEHHBIX HHTEHCUBHOCTEH.
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SRM640 (Si) — OKCnepuMeHT

Pecnekc 533 ——PacueT (ncesao-Ponrr)
Mpodunb 0.5L+0.5GA —FasHocte
R,=4.7%

T 1
137.0 138.0

20, rpag

T
136.5

Puc.14. ©paemenm penmeenocpammol cmanoapmuozo oopazya SRM640.

[TpuBenéHnbIe BRIpAXKEHHS I pacyéTa MHCTPYMEHTAIBHOTO pa3penieHus: qudpax-
tomeTpa Ha CHU cripaBeiuBbI 711 KOHQUTYPALMI C TUIOCKMMHU ONITUYECKUMHU 3JIEMEHTAMH.
[Ipumenenue ¢Goxycupyroneil onTuKA TpeOdyeT APYroro pacCMOTPEHHS STOW MPOOIJIEMBI;
OYEBHUIHO TOJBKO, YTO TUMPAKTOMETP ¢ (DOKYCHPYIOIIUMH ONTUYECKUMHU dJIeMEHTaMu Oy-
neT obnanatk 0oyiee BBICOKUM HHCTPYMEHTAIBHBIM pa3pernieHneM. OTHaKo MpaKTUKa MoKa-
3BIBA€T, YTO MHCTPYMEHTAIBLHOTO pa3pelieHus, KOTOphIM oOnanaeT nudpakromerp Cubup-
ckoro IlenTtpa CU BmonaHe n0CTaTOYHO s perieHus OonbImMHCTBA 3amad [145]. Bonee
IIEHHBIMH Ka4eCcTBaMH JU(PpaKkTOMETpa SIBISIIOTCS MPAKTUYECKOE OTCYTCTBHE abeppanuii u

BBICOKAasd TOYHOCTD IIOJIYYAaCMbIX Ha HEM OKCIICPUMCHTAJIbHBIX JTAHHBIX.

2.4.2. KaHan CU Ne2. NMonHonpocdunbHbLIN aHann3 obpasua KopyHaa.
I[JI?I BKCHepHMCHTaHBHOﬁ OIICHKN TOYHOCTH JaHHBIX, MOJYYaCMbIX Ha CTAaHIHUHN

«AHoManbHOe PaccesHue», Oblia 3aperucTpupoBaHa peHTTeHOrpaMMa ATAIIOHHOTO o0pasia
kopyHaa 0—Al,O;. CTpyKTypa KOpyH/Ia XOPOIIO U3BECTHA, OH YaCTO MCIOJIb3YeTCs JIJIs OIl-
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peneneHuss HHCTPYMEHTAIBHBIX XapaKTePUCTUK PEHTTEHOBCKUX MU(PAKTOMETPOB B Kade-
CTBE MEXIAYHApOJIHOTO cTaHaapTa. J[aHHBIN KOHKpETHBIM 00pasel] ObLI paHee UCCIeI0BaH
Ha CEpUHHOM peHTreHOBCKOM audpakTomerpe HZG—4 ¢ menyonerneim CuKg n3nyueHuem,
MPOBEJIEHO YTOUHEHHE MapaMeTpOB PEIIETKH U KOOPAWHAT aTOMOB 10 CUCTEME MPOrpaMMm
I[MTOJIMKPUCTAJLI [146]. O6pazer He uMeeT 1e(EKTOB CTPYKTYpPbI, HE TEKCTYPHUPYETCS.
Cpennuii pazmep obnacteit korepeHTHoro paccessHus ~200 HM.

Pentrenorpamma kopyHaa OblIa MOJydeHa C MCIOJIb30BAaHUEM JIJIMHBI BOJHBI
A=0.13929 um B nuamazone yriaoB 20=20-100° ¢ urarom A2@=0.02° 1 BpeMeHEM HaKOILIe-
HUSA B TOUYKE 3 CEK.

OO6paboTka MOTYyYEeHHBIX Ha CTAHIIUU SKCIEPUMEHTAJbHBIX JAHHBIX BKJIOYalla B Ce-
0s anmpokcuManuio Gpona u npoduist AUPPaKIMOHHBIX JTUHHUMA, OTpeesieHue TPOPIIbHBIX
napaMeTpoB (IMUPUHBI U (HOPMBI NMUKOB), YTOYHCHHUE MApaMeTPOB AJIEMEHTAPHOUN sSUEHKH,
MOCTPOCHHUE TEOPETUYECKON PEHTICHOIPAMMbI M YTOUHEHHE CTPYKTYpPbl METOJOM IOJHO-
npodmibHoTo ananu3a. [lpodum pedrexkcoB annmpoxcumupoBanu ¢pyakueit [Tupcona VII.
[Tpouenypa cruaxuBaHus Npoduiis He TPOBOAUIIACE.

[To manubM, monydeHHBIM Ha CH, ObUIO TPOBENEHO YTOYHEHHE MapaMeTpOB dJie-
MEHTapHOM sYeiiku KopyHaa 1o 12 oguHouHbIM pediekcam. Pe3ynbTaThl yTOUHEHUS MpH-
BeZieHbl B Tabnuiie 1 B cpaBHEHUU C pe3yibTaTaMH, MOJYYCHHBIMUA Ha CEpUHHOM IUdpak-
tomeTpe HZG—4. Kak BUIHO U3 TaOIUIIBI, pa3Iudus MEXAy pe3yIbTaTaMH HEBEIUKU U Ha-
XOJIATCS B MIpe/iesiaX OL€HUBAEMbIX MTOTPEIIHOCTEH.

Kak u3BecTHO, pacXoguMOCTh AU(PPArupOBAHHOTO MyYKa B IIOCKOCTH, MEPIICHINKY-
JSIPHOM TIOCKOCTH JU(paKUWy, MPUBOIUT K aCHMMETPUYHOMY YIIMPEHUIO U CMEIIECHHUIO
TUGPAKITUOHHBIX JTUHUN. {7151 OIIEHKH BETMYMHBI CUCTEMATHYECKOW OMIMOKH, BBI3BIBAEMOM
CMEIICHUEM JIMHUM, IO YTOYHEHHBIM 3HAYEHHUSM MapaMeTpOB 3JIEMEHTApHOU STYeHKU ObLIN
pacCYMTaHbl TEOPETUYECKUE TOJOKEHHS pPe(IECKCOB M PA3HOCTh MEXKIY IKCIEPUMEHTAIb-
HBIMU M TEOPETHUUYECKUMHU 3HAUYCHUSIMU YIJIOB OTPAXKEHUS. 3aBUCUMOCTh BEJIMUHUHBI CMEIIIe-
HUS DKCIIEPUMEHTAJIBHBIX [TUKOB OT yriia 20 noka3ana Ha Puc.15.

Bb110 BBIMOTHEHO yTOYHEHHE CTPYKTYphl O—Al,O; MO JaHHBIM, MOJTYYEHHBIM Ha
cTaHIMM «AHOMajbHOe PaccesiHue», B CpaBHEHUM C pe3yJbTaTaMH, MOJIYYEHHBIMHU Ha Ja-
OoparopHom audpakromerpe. [Ipu moCTpOEHUN TEOPETHUECKON PEHTTEHOTpaMMBbl ObLIN
yuTeHbl nosisipuzanuonnsie ocooeHHoctu CU. IMockonbky CU nuHeHHO MONSpU30BAHO B

IIIIOCKOCTHU Op6I/ITBI QJICKTPOHOB U JJUIMITUYCCKU IMOJIIPU30BAHO MTPU OTKIIOHCHHUU OT 3TOH
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IUIOCKOCTHU B Tpenenax pacxoaumocTt mydyka CHU, dakrop monspuszanuu mpu moCTPOSHUN
TeOpeTH‘IeCKOﬁ PCHTI'CHOIpaMMbI YUUTBLIBAJICA B BUJIC!:

P=(+k-cos’20)/(1+k),
roe k=1, / [, — cTeneHb NoaApU3aluu CH, xoTopas, coriacHO NPOBEAEHHBIM KCIIEPUMEH-

TaJbHBIM OIleHKaM, uMeia 3HadeHue 0.1-0.13.

0.0157

0.010

AQ20)

0.005

«

CaBur
o
S

-0.005° *

-0.01013

Puc.15. 3asucumocmo cosuea OuhpakyuonHvlx IuHUL om yena ougpakyuu 6ciedcm-
8Ue A3UMYMAaIbHOU PACX0OUMOCU OUPPALUPOBAHHO2O NYUKA.

Pe3synbTaThl yrouHeHus: cTpyKTypbl 0—Al,O3 MO AaHHBIM, MOJYYEHHBIM HAa CTAaHIIUU
“AnomansHoe Paccesnue”, Taxxke npuBefeHbl B Tabnuiie 1 B cpaBHEHHH C pe3yJbTaTaMH,
NOJy4YeHHBIMH Ha TpaauunoHHoMm npudope HZG—4. 3xece Ry u Rp — hakropsr HEenocToBep-
HOCTH, COOTBETCTBEHHO, 10 MHTErpajbHbIM MHTEHCHUBHOCTAM M MOJHOMY MPOQUII0 PEHT-
T€HOrPaMMBbl, IOJyYEHHbIE HA 3aKIIOYUTEIbHOM 3Tale YTOUYHEHUS.

Taonuua 1. Pe3zynomamvl ymounenuss cmpyKmypHuolx napamempog 0—-Al,O3; no oanuwim,
nonyuyenHvim Ha CH 6 cpagnenuu ¢ pe3yromamamu, NOJIYYEHHbIMU HA CEPUUHOM OUPPaK-
momempe HZG-4.

cHu HZG-4, Cu Kp

a, aM 0.47600(2) 0.47604(5)

b, M 1.29940(10) 1.29936(25)
7l 0.3524(2) 0.3523(2)
Xo 0.3068(6) 0.3063(5)
R.,% 3.2 2.9

Ryp,% 7.0 8.2
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2.4.3. Kanan CU Ne2. udcdpakuusa B ckonb3siwem nageHun (Grazing Incidence
Diffraction)

CgoiicTBO Masnoi yrioBo# pacxoguMoctu nydka CHM B BepTHKaIbHOM IJIOCKOCTH
MOJKET OBITh MCIOJIB30BAHO IS TOTyYeHUs] TU(PAKIUOHHBIX KAPTUH OT MOBEPXHOCTHBIX
cioeB obOpasna MeTonoM audpakromerpun B ckoib3smieMm nanenuu (Grazing Incidence
Diffraction). ITpuHumMn nonaydyeHusi peHTTE€HOTPAMM B CKOJIB3SIEM IaJCHUU TMOSCHEH Ha
Puc.6. 'myOnHa NpOHUKHOBEHUS U3ITy4eHUSI B 00pa3el] 3aBUCUT OT COOTBETCTBYIOIIETO KO-
s durenTa NOraomeHus U He 3aBUCUT OT yria Audpakiuu, u3rydeHue oynet audparu-
POBaHO B CJI0€ TOJIIMHON /-sin®, MOATOMY MpU MalbIX YIjax MaJeHus U3JyuyeHus Ha 00-
pazel TOJIIMHA ATOrO CJIOS MOXET COCTaBJISATh HECKOJIbKO MHUKpOH. Ilpu 3TOM c poctom
yriaa Audpakuu mupruHa TudparupoBaHHOTO Mydka OyaeT Bo3pacTarh, HO OTpaxeHue Oy-
JIET 3apEruCTPUPOBAHO JIETEKTOPOM, KOI/Ia yroJl MajeHus: Au(parupoBaHHOTO HU3JTYHYECHHUS
Ha aHaaM3aTop OyJIeT paBeH OPATTOBCKOMY YIJIy aHanu3atopa, ®a=asin(A/2d,), v mupuHa
T parupoBaHHOTO MyYKa HE UTPAET POJIH.

MeTtonom audpakuu B CKOJIB3SIIEM MaJeHuH ObUT HcclieoBaH (a30BbIi COCTaB Ha
rpanuie pazzgena meMmOpansl SrCogsFep,Nby 3055 co cTpykTypoil THa NepoBCKUTA U TO-
PHUCTON MOJJIOKKH U3 reKkcaaatoMuHara antana. Obpasen ObLI MpeBAPUTENBLHO UCIIBITaH
B Ka4eCcTBE MEMOpPAaHbI ISl Cenapalyy KUCIOpOo/ia Ha TPaHMIIEe pa3ziena Cpell ¢ BBICOKUM H
HU3KUM MaplraibHbIM JaBJICHUEM Kuciopoaa npu temneparypax ~800°C. B npouecce uc-
NBITAHUNA OBUTO YCTAHOBJICHO, YTO MEeMOpaHa B pabOYMX YCIOBUSX 3HAYUTEIBHO TEpSET
CBOICTBa KUCJIOPOJHOM MPOBOAUMOCTH. JIJisi BBISBIEHUS NPUYUH MOTEPHU MPOBOJUMOCTH
OBbLIT IPOBE/IEH SKCIIEPUMEHT Ha CTaHLIMU «AHOManbHOE PaccesiHue».

bbby mostydeHsl peHTreHOrpaMMbl MaTepuajia B CKOIb3SIIEM MaJICHUU U B T€OMET-
puu, noao6Hoi cxeme bparra-bpenTano, T.e. ¢ co0I0IEHUEM COOTHOIIEHUS YIIIOB 00pa3-
1a u aerekropa ®-20. Ha pentreHorpamme MeMOpaHbl, MOJIYyYEHHON B CKOJIB3SIIIEM Majie-
HUU, IPUCYTCTBYIOT TOJIBKO pediIeKChl, OTHOCAIIMECS K MaTeprally MeMOpaHbl, TOTJa Kak
Ha pEHTreHorpamme B cxeme O-20 HabmromaroTcs pediiekcbl MeEMOpaHbl U HEKOTOPOM TO-
CTOpoHHEH (a3bl, KOoTOpas ObuIa MACHTU(PUIMPOBAHA KaK CMEIIAHHBIM OKCHJ| CTPOHIIMS-
amromuaust SrAl,O4, ISDD PDF-2 No34-379. Takum 06pa3om, MOXKHO CAENIATh BBIBOJ, YTO
B Impoiiecce paboThl MeMOpaHbl Ha IPAHUIIEC pa3jiesia «MeMOpaHa — MOPHUCTAs MOAJIOKKA»
oOpa3yercsi CMEIIaHHBI OKCHJ CTPOHIUA-aFOMUHUS, MPEMSATCTBYIOMINI MPOXO0KICHUIO
KHCTIOopo/ia yepe3 MeMOpaHy. PeHTreHorpaMmmMbl o0pasia B CKOJIB3AIIEM NaJeHUH U B Ieo-

MeTpuu «O-20» npencrabieHsl Ha Puc.16.
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Puc.16. Penmeenocpammul memopanvl u3 Koo6aiemuma cmpoHyus Ha NOOI0NHCKe U3 2€K-
caantoMuHama 1aHMana nocie UCNbIMAanUll Ha KUCIOPOOHYI0 NPOBOOUMOCHb, NOJIYYEH-
Hble 8 cmaHoapmHou 2eomempuu « @-2 O» u 6 2ceomempuu ckonvsawe2o nadenus. Ilpu-

8e0eHa MaKHce pacuemuas peHmeeHo2PaAMMa AnOMUHAMA CMPOHYUSL.

[TpuBeneHHBI TpUMEp MOKa3bIBAET MPUMEHUMOCTH audpakromerpa Ha CU ¢ kpu-
CTAJUIOM-aHAJIN3aTOPOM Ha JU(parupoBaHHOM ITyUKe Ul UCCIIEe0BaHUS CTPYKTYpHI U ¢a-
30BOI'0 COCTaBa MOBEPXHOCTHBIX CJI0EB 00pa3lia WIM TOHKHUX IUIEHOK, HAHECEHHBIX Ha MOJI-

JOXKKY.

2.4.4. Kanan CU Ne2. lndpakumsa Ha ANMHHONEPUOAHbIX CTPYKTypax
[Tpu mudpakIMOHHBIX UCCIEAOBAHUSAX UTMHHONIEPUOIHBIX CTPYKTYp Hauboiiee WH-

dopmaTuBHas 061acTh AUGPAKINOHHONW KapTHUHBI COCPEIOTOYCHA B O0IACTH MaJbIX yIJIOB
mudpakiun, 20~0.5-10° npu paboueii qmune BosHbl A~0.15 HM. B 3T0# 06nactu cymiect-
BEHHBIMU CTAHOBSITCS WHCTPYMEHTAIbHbIE a0eppanni, CBSI3aHHBIE C PACXOAMMOCTBIO JTU-
(dparupoBaHHOTO MyYKa B IUIOCKOCTH, MEPIEHAMKYISAPHON IUIOCKOCTH Audpakuuu. s
KOPPEKTHOTO M3MEPEHUs pacmpeieseHus TudparupoBaHHON MHTeHCHBHOCTU [(20) HeoO-
XOAMMO OTPAHUYUTH 3Ty PACXOJMMOCTDH J0 BEJIWYMHBI, MEHbIICH, YeM HaWUMEHBIINH Yroi

Tudpakuui. ATbTEpHATUBHBIM METOOM MOXET OBITh peructpanus audparupoBaHHON WH-
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TEHCUBHOCTH JABYXKOOPJIMHATHBIM PEHTTEHOBCKUM JIETEKTOPOM IIPU YCIOBUHU, YTO MEPBHUY-
HBIM MTy4OK UMEET JOCTATOYHO Maybli pa3mep. B Takoil cxeme 0OBIYHO MPOU3BOJUTCS HUC-
CJIEI0BAHUE METOJOM MAJIOYTJIOBOTO PEHTTEHOBCKOIO paccesHus. B cxeme, peanu3oBas-
HOM Ha cTaHUUM «AHOMabHOE PaccesHue», BXoAHOU my4ok mmeeT pasmep 0.5x5 MM, u
a3uMyTajbHas  PAcXOAUMOCTh  JAU(PPArMpOBAaHHOTO IyYKa OTPaHWYEHA  IUIOCKO-
napajuieJIbHbIM KOJJIUMATOpOM 10 3HadeHus ~0.3°. Bricokoe yrioBoe paspelieHue B mioc-
KOCTH au(dpakimuy 00ecrnedrnBaeTcsl MIOCKUM COBEPIICHHBIM KpPHCTAIIIOM-aHAIN3aTOPOM
HE3aBHCHMO OT IIMPHUHBI BXOJHOM 1mienu nudpakromerpa. Kondurypamus nudpakromerpa
C IPUMEHEHHEM IUIOCKO-NapAJIJIEIbHOTO KOJUIMMATOPa U KpUCTaslla-aHaIM3aTopa MO3BOJIS-
€T U3MEPATh PEHTTEHOTPaMMBbI B Juana3zoHe yrioB oT (.5°, 4TO COOTBETCTBYET MaKCUMAaJlb-
HOMY DPETUCTPUPYEMOMY MEXKIUIOCKOCTHOMY pacCcTOsHUIO ~17 HM mpu paboueil iuHe
BOoHEI A~0.15 am [147-149].

[Tpumepom uccienoBaHus JIMHHONEPUOAHBIX CTPYKTYP MOKET OBITH MOIYyYEHHE
pPEHTIeHOTpaMMBbl MeTalul-opranndeckoro kapkaca MIL-101 ¢ mapamerpoMm snemMeHTapHOM
sueiiku ~9 HM. CTpyKTypa Kapkaca Oblia paHee orpeiesieHa Mo MOPOIIKOBBIM JaHHBIM,
nosyueHHbIM B EBponelickoM Llentpe Cunxporponnoro U3nyuenust (ESRF) na cranuuun
ID31 [96]. UccnenoBanHbIi 00pasen ObLT CHHTE3UPOBaH B IHCTUTYTE HEOPraHUYEeCKOH
xumuu uM.A.B.Hukomaesa CO PAH. PentrenorpamMmma oOpasiia, mogyueHHasi Ha CTaHITUU
«AHoManbHOe PaccessHue», mpuBeneHa Ha Puc.17. Pe3ynbrarel yTouHEHUS CTPYKTYPBI 00-
pazua MIL-101, cunte3upoBanHoro B MHX CO PAH, ¢ ucnonbs3oBaHUEM ITPOrpaMMHOIO

koMminiekca GSAS [150; 151] moka3ansl Ha Puc.18.
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Puc.17. Penmeenoepamma oopaszya MIL-101
MIL-101 Framework Hist 1
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Puc.18. Pezynomamuol ymounenus cmpykmypwi kapkaca MIL-101 npoepammori GSAS no

()(lHHblM, NOJIYYEHHbIM HA CMAHYUU «Anomanvnoe Paccesinue»
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2.4.5. Kanan CU Ne2. luchpakums B LULUPOKOM AMnanasoHe BEKTOPOB pacces-
HUA Ansa pacyeTta PyHKUUA paguanbHOro pacnpeaeneHns 3NeKTPOHHOM
NJSIOTHOCTHU

Metoa MHTErpanbHOrO aHajau3a JU(PpParupoBaHHON MHTEHCUBHOCTU (METOA (YHK-
IUI paJualIbHOTO paclpeaesieHus: 3JIEKTpOHHOW 1uioTHocTH, PPOII) nmo3Bossier nmosydats
UH(POPMALMIO O JOKAJIbHOU CTPYKTYpe HCCIEAYeMOro 0ObeKTa HE3aBUCUMO OT HAJIU4us B
oOpasie maigpHero mopsiaka. B ocHoBe Merona nexut Oypbe-npeodpa3oBaHUE 3aBUCUMO-
CTH KOT€PEHTHO PACCESIHHOW NHTEHCUBHOCTH OT BEKTOPA PACCESHUS.
NHTEHCUBHOCTh KOT€PEHTHOI'O PacCesHUs PEHTIC€HOBCKOTO M3JIYy4EHHUS Ha CKOILUIE-
HUU aTOMOB BbIpaxkaetcs hopmysoii [ 152]:
n n
1) =2 f()+ 2 2 Lo () f; ()™,
a=1 a=1 b=1
rae f,(s) — ¢akTop paccesHusi atomMa “a”’, S— BEKTOP PACCEsHHs, 10 BEJIMYUHE PaBHBIN

281[1@ . ~ 13 %21 9
I, =I —I — BEKTOp, IPOBEAEHHBIH OT atoMa “b” k atoMy “a”’. CyMMUpOBaHUE

/A

MPOBOJIUTCS TI0 BCEM aTOMaM CKOTUICHHS, MPUYEM BO BTOPOM UJI€HE a# b. YCpeaHss 1o
BCEM OPHEHTALIMSM BEKTOpPa I, W BBOAS (PYHKIIMIO MEKATOMHBIX PACCTOSIHHUMA P, (r) , TOITY-
yaeM MHTEHCUBHOCTH paccesiHus B Buje [153; 154]:

19 =3 7260+ 23 .94, (9 4n {p,, (1) —pao}—sms(:—r) dr,

a=1 b=I 0
rze p,, — CPEeAHAs INIOTHOCTh aTOMOB copTa “a’.
[IpeoGpazoBannem @ypbe 3TOTO BBIPAKEHUS MOKHO MOJIYYUTh (PYHKIUIO paaralib-
HOTO pacrpeiesieHuss atoMoB p,,(r), KOTOpas MpeACTaBiIseT cO00il KOPPEISIMOHHYIO
(GYHKIUIO MEKATOMHBIX PACCTOSIHUM B HcclieyeMoM o0Opaslie.
Ecmu B 06pasue npucyrcTByet Oosiee 4eM OAMH COPT aTOMOB, npeodpazoBanue Dy-
pb€ COBEPIIUTH HEBO3MOXKHO, T.K. (PaKTOPHI pacCesHUs PAa3IUYHBIX 3JIEMEHTOB MO-PA3HOMY

3aBHCAT OT s. [y mpoBenenust mpeoOpa3oBanus Oypbe BBOAAT CPEIHUA €AMHUIHBIN (Pak-

TOP paccesiHus

D £
fils) =

2k,
a=1
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rae k, — 3QQpeKTUBHOE YHUCIIO 3JIEKTPOHOB aroMa “a”’. B BelpaxeHue ansg QyHKIUU paau-

QIBHOTO pacIpe/ie]IiCHUus aTOMOB €IMHUYHBIA (PaKTOp PACCESHUS BXOAWT B KBAJIPATUIHOM
BUJIE.

KpuBas panuanpHOro pacnpeeneHus 31eKTPOHHOM MIOTHOCTH OCHMIUIMPYET BOIU-
3U CpeJHEU IUIOTHOCTH 47tr2p0, poz(Znaka)Z-d-NA/M, r1e n, — KOJUYSCTBO aTOMOB «d» B
dbopmynbHOU eaunuIle, k, — YMCIO 3JIEKTPOHOB aToMa «a», d — MUKHOMETpUYEecKasl II0T-
HOCTh, N, — uncio ABoraapo, M — monsipHast macca. [1ojoxxeHus MaKCHMYMOB Ha KpUBOM
COOTBETCTBYIOT MEXATOMHBIM PACCTOSHMSM, a IUIOIIAJN MAKCUMYMOB S CBSI3aHBI C KOOp-
JMHALHOHHBIME 9HCIAMH Z COOTHOIICHISIME S=n,K, Z,, JUIS CIIy4asi OJMHAKOBBIX aTOMOB
u S=2n,kk,Z,, nyig ciaydas aTOMOB pa3HOro Tuma. TOYHOCTh ONpPEAEIICHUS] MEKATOMHBIX
paccTosiHui 00b1YHO cocTaBisieT ~0.5%, KOOpAMHALIMOHHBIX Yncel — ~5%.

[Ipu 06paboTKe FKCIEPUMEHTANBHBIX JAHHBIX YYUTHIBAIOTCS MOJSPU3ALMS, MOIJIO-
IICHUE W3JIy4eHUsl, KOMITOHOBCKOE paccesHHe, NPOBOAUTCA MPOLEIypa HOPMHUPOBKH.
AHaNu3 3KCIEPUMEHTATbHBIX KPUBBIX MPOBOJAT MyTEM UX COMOCTABJICHUSI C MOJECIbHBIMU
KPUBBIMH, pPACCYMTAHHBIMU JJIA MIpeanonaraeMoro ¢pa3oBoro cocrasa oopasua [155].

[TpoBenenne dypre-npeodOpa3oBaHus PacCESTHHOW WHTEHCUBHOCTH TpeOyeT Oecko-
HEYHOT'0 MHTEpBajia BEKTOPOB pacCesHUsl. JKCIEPUMEHTAIbHO HEBO3MOXHO U3MEPUThH UH-
TEHCUBHOCTh Ha OECKOHEYHOCTH, MOATOMY IMpPH 0O0pabOTKE IKCIEPUMEHTATBHBIX TaHHBIX
Ha kpuBoi PPOII Hen30exHO BOSHUKAIOT TaK Ha3bIBAEMbIE€ «BOJIHBI OOpbIBa». JTO BEAET K
nosiBJieHnt0 Ha kpuBoi PPOII m0oXHBIX MakCUMyMOB, YTO MOXKET OBITh IPUYHMHOU HEBEP-
HOW MHTEPIPETANNH JaHHBIX. MUHUMU3UPOBATH 3TOT 3P(HEKT MOKHO, BO-TIEPBBIX, UCTIOIb-
3ysd B JKCIEPUMEHTE M3Jy4YCHHE C KaK MOXHO MEHbLIEH JJIMHON BOJIHBI, U BO-BTOPBIX,
MPUMEHSSI COOTBETCTBYIONINI MaTeMaTUUYeCKUi anmnapar. Manas JuiniHa BOJIHBI U3JTy4YEeHUS
YBEJIMYMBAET IMANA30H BEKTOPOB PACCESHUS IPU OTPAHUYEHHOM MHTEpPBAJIE YIJIOB pacces-
HusA. B Hacrosiee BpeMsi pa3BUThl MaT€MaTUUYECKHE METO[IbI, MO3BOJISIIOIIUNA YUUTHIBATD
«BOJIHBI 0OpBIBa» Tpu 00pabOTKe SKCIIEPUMEHTAIBHBIX JaHHbIX [156].

AmnpoOanust metoauku nonyuenus ¢pyHkuuid PPOII 6bi1a mpousBeieHa ¢ MCIOb30-
BaHUEM CTaHAAPTHOTO KPYMHOKpHCTaImdeckoro odpasma SRM676 (xopynn). Dxcrnepu-
MEHT ObUI BBINIOJIHEH Ha cTaHIUU «AHOManbHOe PaccesHue» Ha MUHUMAaJIbHON B CYLIECT-
ByIOIIeH KOHpUrypamuu craniuu auuHe BodHbl 0.07 HM, peHTTeHOTpaMMa 3apeTUCTPHPO-
BaHa B Juamna3oHe yrioB 20=3+135° ¢ marom no yray 0.05°. B naHHOM 3KkcriepuMeHTe
KpUCTAJI-aHAJIN3aTOP ObLI 3aMEHEH MPUEMHOM I11EeNbI0 HUpUHON 0.5 MM, TaK YTO UHCTPY-

MEHTaJIbHOE pa3pelnieHue audpakromerpa coctaBmio ~0.08°, 4TO HEMHOTO MpEBBHIIIAET
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pa3Mep 1iara CKaHUpPOBaHUSA. JTO MO3BOJIMIIO U30€XKaTh CYIIECTBEHHBIX MTOTEPh UHTEHCUB-
HOCTHU TIPU OTPa)KEHUHU IUparupoBaHHOTO M3IYyYEHHUs OT aHanu3aTopa. PeHTreHorpamma

CTaHJapTHOTO 0Opasia npejcTasieHa Ha Puc.19.

140000 -

SRM676 (0-AlL,O,)]

190000 - 1=0.07 Hm ]

100000 = 1

80000 =

60000 = 1

40000 = v T . T . T . .
10 20 30 40 50

20000 =
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|}
0 20 40 60 80 100
20, rpag

T 1
120 140

Puc.19. Penmeenocpamma cmanoapmuozo odpazya SRM676 (kopyHO) Ha Onune 80IHBL
0.07 um.

ITo mony4yeHHubIM maHHBIM ObUTa mocTpoeHa ¢yHkmus PPOII u mpoBeaeHo ee moe-
mupoBanue. Ha Puc.20 noka3anbl s3kcniepuMeHTainbHas U pacuerHas kpusbsle PPOII. [Tono-
JKeHMS M TUIOIAIM UCTUHHBIX MAaKCUMYMOB Ha KpuBoil PPOII ¢ xoporieit TOUHOCTBIO COB-
1aJIaf0T, KPOME TOTO, ONKMCAHbl U BO3HUKAIOIINE JIOKHBIE MAKCUMYMBI, YTO CBUAETEIBCTBY-
€T, BO-TIEPBBIX, O BO3MOKHOCTH ITpuMeHeHust PPOII niist aHanuza 1okaabHOM CTPYKTYpPBI HE
TOJIBKO YJIBTPAJUCIIEPCHBIX U aMOP(HBIX, HO U XOPOIIO OKPHUCTAJUTM30BAHHBIX MaTepua-

JIOB, @ BO-BTOPHBIX, 00 3(1)(1)6KTI/IBHOCTI/I N HAJC)KHOCTH HCHOHBSY@MOﬁ MCTOJHKH.
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Puc.20. Sxcnepumenmanvuasn (—) u pacuemuas (— ) kpuevie PPIII o1 kopynoa.

2.4.6. Kanan CU Ne2. Pe3oHaHCHOe paccesiHue
Jlnst oTpabOTKU METOJMKH TIOJIYYEHUsI PEHTTE€HOTrpaMM C MCIOJIb30BaHueM d(pdekta

PE30HAHCHOIO paccestHusl ObUT BHIOpAH CMEIIAHHBIA OKCHJI IIMHKA-aJTIOMUHUS. DTOT Marte-
puan obiagaeT CTPyKTypO# IIMHHENH, CONEPKUT aTOMBI IIMHKA, K-Kpaill MOTrJIoleHus Ko-
TOPOTO JIEXKUT B YMEPEHHO KECTKOW peHTreHOBCKOM obnacth, ~10 k3B, u yacto ucnomns3y-
€TCS B TECTOBBIX IKCIIEPUMEHTAX I JAeMOHCTparuu dddexra pe30HaHCHOTO pacCesHUS
[108]. XapakTepHOii 0COOEHHOCTHIO CTPYKTYphl ZnAl,Oy4, Kak U IPYyTUX CTPYKTYp, 00JIa-
JAIOUIUX LEHTPOCUMMETPUYHON 3JIEMEHTAPHOM SYEHMKOW, SIBISIETCA OTPHULATEIbHAS CyM-
MapHasi (aza HEKOTOPBIX CTPYKTYpPHBIX aMIUIMTYJ, OCHOBHOM BKJIAJ B KOTOpbIE BHOCST
aTOMBI IIMHKA. BeneacTBue 3Toro ymeHsleHue (pakropa paccessHus aTOMOB IIMHKA B PE30-
HAHCHOM 00JaCTH SHEPTrUil MPUBOJIUT K YBEIWYEHUI0 MHTEHCUBHOCTH COOTBETCTBYIOLIMX
peduiekcoB. B uccienoBanusx peaibHbIX 00pa3llOB HAMPABICHUE U3MEHEHHS] MHTEHCUBHO-

cTH pedrexcoB B pe30HAHCHON 00JacTH AaeT MHPOPMALHIO O 3HAKE TON MM WHOW CTPYK-
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TYpPHOH aMIUIUTY/bl. JlaHHBII KOHKPETHBIN 3KCIIEPUMEHT OBbLI BBIIIOJIHEH C 1IEJIbIO ITPOBEP-
KU paboTOCTIOCOOHOCTH METOUKH.

Pentrenorpammsl ZnAl,O, ObuTH MOTYYEHBI HA IBYX SHEPTHUSAX H3ITYUSHUS BOIH3U U
BJanu ot K-xpas nornomenus nuHka. Ha Puc.21 npeacraBieHbl peHTI€HOTpaMMBbI B HEpe-
30HAHCHOM M pe30HaHCHOM oOnactax sHepruil, E;=9558 3B (Ek,.-100 3B) u E,=9643 5B
(Exae-15 5B), a Takke pa3HOCTHas MHTEHCUBHOCTh B LIKAJE BEKTOPOB pPaCCESHUS
g=4mnsin®/A. Ha Bpe3ke Puc.21 BuaHO, YTO pa3sHOCTHAs MHTEHCHUBHOCTH pediekcoB 400 u
444 mpuHMMaeT OTpULIaTEJIbHbIE 3HAYEHHUA, T.€. NMPU YMEHBIICHUH (PaKTOpa pacCesTHUs

[IMTHKA MHTEHCUBHOCTh YKa3aHHBIX peQIIeKcoB, a Takxke pediekca 840, Bo3pacTaer.

ZnALO, '
| ICDD PDF-2 Ne5-669

—— E,=9558 3B (-100 3B)
——— E,=9643 3B (-15 3B) ]

_ E-E, M U :

WHTEHCMBHOCTWN, OTH.e[.
g
m-
m-

[OunpparnpoBaHHbie N pa3HOCTHas

q=4nsin@/x, A’

Puc.21. Penmeenoepammol YuHK-amiOMUHUEBOU WNUHENU 8 HEPE3OHAHCHOU U PE30HAHCHOU
061acmax YUHKA U pasHoCmuas penmeenoepamma. Ha epesxe nokasano ygenuuenue uH-
mencugnocmu pegnexcos 400 u 444 6 pezonancHoti obnacmu.

Hudpaxuuonnsii npopuinbs ZnAl,O4 ObUT MCHOJIB30BaH ISl CPABHEHHUS JKCIEPU-
MEHTAJIbHBIX JIaHHBIX C PACYETHOM PEHTreHOTpaMMOW. bBbIJIO BBINOJHEHO YTOYHEHUE
cTpyktypsl ZnAl,O, ¢ npumenenneM komiuiekcoB nporpamm GSAS [151] u MAUD [157].

[Tporpammoii GSAS Obl1a OCTpO€HA MOJENIbHASL PEHTTEHOIPaMMa C y4E€TOM JIUCTIePCHOH-
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HBIX TIONPABOK B pe30HAHCHOM oOmactu mmHka. Ha Puc.22 mpeacraBneHsl sKCnepruMeH-
TaJIbHbIE U pacyeTHble peHTreHorpamMmmel ZnAl,O4 Baanu ot K-kpas nornomenust Zn (a) 1 B
pe3oHaHcHoW obnactu (6). Bo BTopom ciydae pacder mpou3BOAMICS C YU€TOM YMEHbIIIE-
HuUsl akTopa paccessHUs IIMHKA. B pe3ynbTaTe Ha pacueTHOW peHTTeHOrpaMMe U3MEHEHUS
MHTEHCUBHOCTEN pe(IIEKCOB IO BETMYMHE U HAMPABICHUIO C YIOBIECTBOPUTEIHLHONW TOYHO-
CTBIO COBHAJIM C 3KCIIEPUMEHTAJIbHO 3apErUCTPUPOBAHHBIMU U3MEHEHUSIMH.

Zink Aluminum 3pinel Hist 1

Lambda 1.2964 A, L-3 cyele 145 Obsd. and Diff. Profiles
| | | | | |

+
+

X10 °®
3.0
++

2.0

0.0

Counts
-1.0

2.0 3.0 4.0 5.0 6.0 7.0
Q-spacing, 7!

Puc.22(a). Pesynomamul ymounenusi cmpykmypol ZnAl,O, no penmeenozcpamme, noayuem-
HOU 8 HepPe30HAHCHOU obaracmu yuuka. Pacuemnas penmeenocpamma cmpounacs ¢ yuemom
OUCNEPCUOHHBIX NONPABOK O] YUHKA HA COOMBEMCMEYIOWel SHEePSUU U3TLYYeHUs.
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Zink Aluminum 3pinel Hist 1

Lambda 1.2964 A, L-3 cyele 146 Obsd. and Diff. Profiles
| | | | | |

+
+

+

X10 °®
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|
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Q-spacing, 7!

Puc.22(6). Usmenenue oughpaxyuorHotl Kapmunsl npu yMeHbUeHUU aKxmopa paccesHus
YUHKA, COOMEEemMcmayouem pe3oHaHCHOU 001acmu YuHKa.

Ha Puc.22(B) moka3zanbl pa3HOCTHBIE qudpaKkiroHHbie KapTuHbl ZnAl,O,4. UepHbIM
IBETOM 0003Hau€Ha Pa3HOCTh SKCIIEPHUMEHTAIBHOTO TU(DPAKIIMOHHOTO MPO(HIIs, MoIIy-
YEHHOT'0 B CTAaHAAPTHBIX YCIOBUSAX, U PACYETHOTO NMPO(UIIS, TOCTPOCHHOTO C YUE€TOM JIHC-
NEPCUOHHBIX MOMPABOK IS IMHKA B pe30HaHCHOW 001acTtu. KpacHbIM BeTOM 0003Ha4YeHA
HKCIIEpPUMEHTAJIbHAS PA3HOCTHAs MHTEHCUBHOCTb, U3MEPEHHAs Ha JIBYX SHEPrHsX U3JIyde-

HH.
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Puc.22(8). Pasnocmnule penmeenocpammol ZnAl,O,. Yeprasa kpusas — pasHocms 3Kcnepu-
MEHMANbHO20 HEPE30HAHCHO20 NPOPUIS U pacuemHO20 NPOPUISL C YMEHbULeHHBIM (haKkmo-
POM paccesiHus; KpacHas KpUuas — pasHoCmy dIKCHEPUMEHMANIbHLIX Npouiell Ha 08)YX
SHEPRUAX UTYUEHUSL.

Jliist cpaBHEHMsI OBLIU MOJIYY€HBI PEHTT€HOIPaMMBbI CTaHAApTHOrO 0Opasiua SRM676
(KOpyHZ), HA KOTOPBIX W3MEHEHHE MHTEHCHUBHOCTH Pe(ICKCOB MPH H3MEHEHHWU SHEPIHU

U3ITy4eHUsl HaOJII01aeTcs TOJIBKO B Mpe/iesiax cTaTucTuyeckoil morpemnoctu (Puc.23).
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Puc.23. Penmeenocpammul cmanoapmmuoeo obpasya SRM676 (kopyno) Ha sHepeusax usiy-
YeHUsl 8 HepPe30HAHCHOU U Pe30OHAHCHOU 00IACMAX YUHKA.

Takum o0pa3zoMm, SKCIEPUMEHTAIBLHO MOKa3aHa BO3MOXXHOCTh MPOBEICHUS Ha CTaH-
1 «AHOManbHOE PaccesiHre» nccinenoBaHmii ¢ NCMOIb30BaHUEM d(PQeKTa Pe30HaHCHOTO

paccesiHusl peHTI€HOBCKOTo u3nydeHus [158].

2.4.7. Kanan CU Ne6. lncdbpakromeTpusi ¢ paspeLieHnem no BpeMeHu

Bricokasi ”HTEHCUBHOCTh M €CTECTBEHHAsl Kosumanus nydka CH B coderanuu c
NPUMEHEHHEM OBICTPOJEHCTBYIONINX MO3UIIMOHHO-UYBCTBUTEIBHBIX JIETEKTOPOB ObecIe-
YMBAIOT BO3MOXHOCTH IPOBEAECHUS SKCIEPUMEHTOB C pa3pelieHueM 1o BpeMeHu. llpu
ATOM YTJIOBOE€ paspenieHue OyAeT 3aBUCETh OT CTeNeHH MOHOXpoMaTu3zanuu nyuka CU, ko-
TOpasi B KOHEYHOM HTOT€ H OINPENEIUT BpeMeHHOe paspemienue audpakromerpa. Boicokas
CTENeHb MOHOXpOMAaTH3allMK MPHUBEAET K YMEHBIIEHUIO MOToKa (OTOHOB Ha oOpasel H,
KaK CIIe/ICTBUE, K OTEPE BPEMEHHOTO pa3pemeHus; ciadasi MOHOXpOMaTH3aHsI 00eCTIeInT

BBICOKO€ BpEMEHHOE pa3pellieHre, HO OTrPaHUYUT yrioBoe. BbiGop yciioBuil 3aBUCHUT OT
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KOHKPETHOW MCCIeA0BaTeNbCKON 3a/1aud, @ UMEHHO OT XapaKTEPHBIX BPEMEH M3y4aeMoro
npouecca. Kak npaBuio, npoBeieHHE SKCIEPUMEHTOB C pa3pelleHueM M0 BPpeMEeHH Mpe/-
roJjlaraeT rnoMenieHre oopasna B KaMepy, B KOTOPOH CO3Jal0TCsl COOTBETCTBYIOLIUE YCIIO-
BUS — TeMIIepaTypa U ra3oBasi cpeja.

OTpaboTKa METOAMKH IMOJYYEHHS] PEHTTEHOTPaMM C pa3pelieHHEM 0 BPEMEHHU Ha
craniuu «[Iperusnonnas Jludpakromerpus» Oblila poBeJcHA B JBa 3Tama. Ha mepBom
sTane ObUIM 3apETUCTPUPOBAHBI PEHTTEHOTPaMMBbI cTaHAapTHOro odpasna SRM676 B mpo-
uecce ero Harpesa B kamepe-peaktope XRK-900 ot 30°C no 700°C co ckopoctsto 10°/Mun
B IMIOTOKE MHEPTHOTO Ta3a co BpeMeHeM skcno3unuu 1 mun/kanap. Ilpu koHeuHo# Temiiepa-
Type oOpa3zel BblAepkKuBajics B TeueHue ~30 MHUH JUIsl IPOBEPKU CTAOMIIBHOCTH CHCTEMBI.
OOmmit BUJ peHTTeHorpaMM KopyHAa B auamnazoHe yrioB 30-63°C mpencraBiieH Ha

Puc.24. loBenenue pednexca 024 xopynna nokazano Ha Puc.25.

SRM676 (kopyHA)
T=30-700°C, 10%MuH
t=1MUH/Kagp
A=0.17218 H™m

p———

20, rpag

Puc.24. Obwuii 6uo penmeenoecpamm SRM676, nonyuennslx 6 npoyecce nazpesa oopasya 6
Kamepe-peakmope om KomHamuou memnepamypwt 0o 700°C.
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Puc.25. Xapaxmep noseodenus pegaexca 024 kopynoa 6 npoyecce nazpesa.

[To n3MeHeHNnIO TOJI0KEHUH pedIEeKCOB HA PEHTIEHOTPaAMMax ¢ TeMIEPaTypou (UiH
CO BpPEMEHEM B Ipoliecce HarpeBa) ObLIO ONpEAeIeHO U3MEHEHUE NTapaMeTPOB dIEMEHTap-
HOU sueiiku kopyHaa. Ha Puc.26. npencraBiens! rpaduky U3MEHEHUS ¢ TEMIIEpaTypou ma-
paMeTpoB a (KpacHas KpuBas, OCb OpAMHAT CJI€BA) U ¢ (CHHAS KpUBasl, OCb OPJIMHAT CIIpa-
Ba). [lo HaKk/IOHY JIMHEWHBIX y4acTKOB B uHTepBase Temrnepatyp 30-700°C onpezneneHsl Ko-
s punmentsl Tepmudeckoro pacmmpenns (KTP) kopynaa. Tabnmunsie 3navenns KTP, co-
IJACHO PA3NMYHBIM HMCTOYHMKAM, HMEIOT JOCTATOYHO GOMBLIONH paszbpoc, ot 5-10° 1o

8-10°°, HO MOy UEHHBIE Pe3yIBTATHI JTEKAT B JOMYCTHMbIX HHTEPBATIAX.
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Bpewms, MyH

Puc.26. 3asucumocms napamempog pewiemxu om memnepamypsi u Kod@hpuyuenmol mep-
MUYECKO20 paAcliUpenusi KOpyHOd.

Ha BTOpOM 3Tane oTpaboTKn METOIMKH OBLIT IPOBEAEH dKcnepuMeHT In Situ mo Boc-
CTaHOBJICHUIO YJIBTPAJAUCIIEPCHOTO MOPOIIKa OKCUIA MEAN B MOTOKE BOJOPOJAA B HU30TEp-
MuYeckux ycioBusx. [lopoiok okcuaa mMeau, noMeileHHbi B kamepy-peaktop XRK-900,
OBLII IIPEIBAPUTENBHO HAarpeT B MOTOKE MHEPTHOro rasa jao temmneparypsl 160°C, 3ateM B
KaMepy HauajM MoJaBaTh BOJAOPOJI CO CKOPOCTHIO ~2 mil/ceK. OTHOBPEMEHHO MO3UIIMOHHO-
YyBCTBUTEIIHBIM JIETEKTOPOM PETUCTPUPOBAIUCH PEHTICHOIPAMMBI B JIMAIA30HE YTJIOB
20~30+63° co BpeMeHEM HKCIO3UIMU 5 cek/kaap. B saTom amana3oHe yrioB Ha JJIMHE
BoJHBI M3nmyueHus A=0.173 HM HaxoasTcs HanboJiee MHTEHCUBHBIC pe(IeKChl KaK OKCHIa
MeH, TaK U MeTaJuInuecKoi Meau. B xone skcnepuMenTa HaOI0AalloCh CHUKEHUE HHTEH-
CHUBHOCTH pe(IEKCOB OKCHIAa MEIU M POCT PedIIeKCOB METAUITMUECKON Memu. 3a Bpems
skcriepuMmenTa 150 cex koHBepcus okcuaa coctaBuiia ~95%. Cepus peHTreHorpamm, Io-

Jy4YEHHBIX B IIPOIIECCE BOCCTAHOBJICHUS OKCHJIa ME/IU, IIpuBeieHa Ha Puc.27.
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Puc.27. Cepus penmeenocpamm npoyecca 60ccmano8ienusi Meou u3 oKCuoda 8 NOmoxe
8000p00aA 8 U30MEPMUYECKUX VCTIOBUSIX.

[IpoBenieHHbIE S3KCHEPUMEHTHI JIEMOHCTPUPYIOT BO3MOYKHOCTb BBIIIOJIHEHHUSI Ha
cranimu «[Ipenusnonnas udpakromeTpus» peHTIeHOIUPPAKIIMOHHBIX HCCIeA0BaHui In
Situ mpu BBICOKMX TeMIIepaTypax B pas3jIMYHBIX CpeAax C pa3pellieHHEM IO BPEMEHM IIO-
pALlKa HECKOJIBKUX CEKYHJ. DTO IO3BOJISIET U3y4YaTh IMPOLIECCHI, TPOUCXOASAIINE B TBEPIOM

TCJIC MOA BIIMAHHUECM PA3JIMIHBIX BHCIIHUX YCJIOBI/Iﬁ C YMCPCHHBIMHU CKOPOCTAMMU.

3aknoueHune K NnaBe 2.

B Cubupckom Lentpe Cunxporponnoro u TeparepuoBoro MznyueHusi co3gaHbl U
(GYHKIMOHUPYIOT JIBE SKCIIEPUMEHTANIbHBIE CTAHIINH, MPeIHa3HAYCHHBIC I UCCIICTOBAHMUS
CTPYKTYPHI BEIIECTB U MAaTEpUATIOB METOJaMH PEHTTEHOBCKOU nudpakmuu. OnaHa U3 CTaH-
Ui, CMOHTHpOBaHHas Ha KaHane BeiBoja CU Ne2 nakomutens anexktpono BOIIII-3, 06-
Ja7aeT BHICOKUM YIJIOBBIM Pa3pelIeHUEM, a TAKKE BO3ZMOXKHOCTBIO POU3BOJILHOTO BhIOOpA
paboueii sHepruM U3TydeHus B AuamnazoHe ~6-20 k3B. B cuctemy peructpanuu nudparu-

POBAHHOI'O UCCICAYCMbBIM O6p33HOM H3JIYYCHUA HAa CTAHIWH BKIIFOYCH IUIOCKUM COBCPIICH-
76



HBI KPUCTAII-aHAIM3aTOP, YCTAHOBJICHHBIH 1MOj yriaoM bparra k mudparupoBaHHOMY
Ny4yKy U OOeCreyMBAIOIIUN BBICOKYIO TOYHOCTH IMOJYYAaEMbIX Ha CTAHIMHM HKCIEPUMEH-
TaJbHBIX JJAHHBIX.

Bropas crannus ycraHoBiieHa Ha kaHaie BbiBojga CH Ne6 u mpeaHa3zHaueHa aJid uc-
CJI€IOBaHUS CTPYKTYPBI U CTPYKTYPHBIX MPEBPAILCHHUI B TBEPIOM TeJE MO BO3AEHCTBUEM
pa3JIMYHBIX BHEIIHUX YcJIoBUW. Ha cTaHIMM NpeaycMOTpEHBI 1BE CUCTEMBI PETUCTPALUU —
YeThIpeXKaHAIbHAS CXeMa C KpHCTaUIaMH-aHaJu3aTopaMyd Ha JU(parupoBaHHOM ITydKe
JUIsl paboT C BBICOKMM YTJIOBBIM pa3pelieHHeM M OJTHOKOOPAMHATHBIA PEHTTEHOBCKUN Jie-
tektop O/1-3M-350 mJ1st 6pICTPOTO HAKOIUICHHS] PEHTTEHOTPaMM B arana3zoHe yriioB ~30° ¢
MOBBIIIEHHBIM pa3penieHneM. CrtaHuus 000pyAoBaHa BBICOKOTEMIIEPATYPHBIMU PEHTIe-
HOBCKMMH KaMepaMH JUIsl IPOBEJAEHUS HKCIIEPUMEHTOB B BAKyyM€ IpU TeMIepaTypax 110
2000°C 1 B peakMOHHON OKHUCIUTEIBHON MM BOCCTAHOBUTEIBHOM CpeJie IIPU TEMIIEpaTy-
pax 10 900°C, a Takke TpeXxKaHaJIbHOM CUCTEMOU MOJATrOTOBKHM ra30BOM CMECH U CUCTEMO
aHaJM3a ra30BOi CMECH Ha BBIXO/JIE U3 KaMephl-peaKkTopa.

Ha craHuusx BBIMOJIHEHBI SKCIIEPUMEHTHI IO OTPAOOTKE PAa3IMYHBIX METOAMK MOTY-
YeHHUs] PEHTIeHOAU(PPAKIMOHHBIX JNaHHbIX. C HCIONB30BaHMEM CTAaHJIAPTHOrO 0Opasia
SRM640 (xpemuuii) 1 oOpa3iia KOpyHJa MOKa3aHO, YTO CTaHLUs «AHOManbHOe Pacces-
HUEe» 00JIaJJaeT XapaKTepUCTHUKAMH, MO3BOJISIIOIIMMU MOJIy4aTh NEPBUYHbBIE IKCIIEPUMEH-
TaJbHBIE JIAHHBIE C BBICOKUM Pa3pelIeHHEeM U TOYHOCThIO, 3HAYUTEIBHO MPEBOCXOASIIIIUMUI
ayuime nadboparopubie nudpakromeTpsl. Ha npuMepe o6pasia HuHK-aIlOMUHHUEBOH -
Heau ZnAl,O4 MpoaeMOHCTPUPOBAHA BO3MOXKHOCTH MPOBEACHUS SKCIEPUMEHTOB C MC-
noJib30BaHueM 3(]dexra pe3oHaHCHOro paccesiHus. [lokazana paboTOCIOCOOHOCTH METO-
UK TU(QPAKTOMETPUU B CKOJB3ALIEM MAJCHUH JJI1 UCCIEAOBAHUS MOBEPXHOCTHBIX CIIOEB
oOpasia, ucciaeoBaHus AJIUHHONEPUOAHBIX CTPYKTYpP, TaKUX KaK METaJUI-OpraHUuuYeCKue
KapKachl WM ME30CTPYKTYPUPOBAaHHbIE MaTepHallbl. DKCIIEPUMEHTHI [0 U3MEPEHUI0 KO-
(UIMEHTOB TEIUIOBOTO PACIIUPEHUSI KOPYHIAa U BOCCTAHOBIICHUIO MEIM U3 OKCHIA B TMOTO-
K€ BOJIOpOJia JAIOT MpEJCTaBiIeHHe 0 BO3MOXKHOCTAX ctaHuuu «[Ipenusnonnas Judpakro-
METPUS».

OO6e craHIMU aTTECTOBAaHbl YpPaJIbCKUM HAYYHO-UCCIENOBATEIHCKUM HHCTHUTYTOM

METPOJIOTMH B KAUECTBE CPEICTB U3MepeHusl, arrectatbl Ne64-07/253 u Ne196-2010/253.
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TJIABA 3. PE3VJIBbTATHI HCCJEJOBAHWI C UCITIOJIb30BAHUEM
OCOBEHHOCTEM CHEKTPAJIBHO-YI'JIOBOT'O PACIIPEJIEJIEHHS CA

B nHacTosimen riiaBe mpencTaBiIeHO ONMHUCAHMUE Psia SKCIIEPUMEHTOB, BBIIIOJHEHHBIX
Ha craHuuu «AHomanbHOe Paccesnune» CLICTH ¢ ncnonp30BaHHEM IMIMPOKOTO CHEKTPalb-
HOI0 Juana3oHa U aHU30TPONHUM IMpocTpaHcTBeHHOro pacnpeneneHuss CU. IlonsITku BbI-
IOJTHEHUSI TTOJIOOHBIX SKCIIEPUMEHTOB Ha JIaOOpAaTOPHBIX AU(PPAKTOMETpax HATAJIKHUBAIKUChH
Ha TPYIHONPEOOIUMBIE MPETSTCTBUSA, CBA3aHHBIE CO CBOMCTBamMu oOopynoBanus. [lomy-
yeHue peHTtreHorpamm y-Fe,Os; ¢ y10BIeTBOPUTEIBbHON CTATUCTUKON U pa3pelieHreM, J10C-
TATOYHBIM JUJIS aHAJIM3a CTPYKTYpHI, Ha n3iydeHnn CuKo oka3anocs HEBO3MOKHBIM BCIIE-
CTBHE CHJIBHOIO IOIVIOIIEHUS W3IydyeHHs B oOpasle. DKCIEPUMEHTbl C IPUMEHEHHEM
PEHTTEHOBCKHUX TPYOOK C JKE€JIE€3HBIM MJIM KOOAJIBbTOBBIM aHOJAMH HE J1ajH JKEJAaeMOro pe-
3yJbTaTa M3-3a OTPAHUYECHHOM MHTEHCHBHOCTH IIEPBUYHOIO IydKa. TOJBKO NPUMEHEHHUE
CH c sHepruei n3nydeHus Huke K-Kpas NOIJIOLICHUS JKeje3a MO3BOJIMIIO 3apETUCTPUPO-
BaTh PEHTI€HOI'PAMMBbI C TPEOYyEeMbIM Kau€CTBOM M PELIUTH ITOCTaBIEHHYIO 331a4y. ATOMBI
Mo u Nb ob6nagaroT OGJM3KMMM pacCeUBAIOIIMMU CIIOCOOHOCTSIMHU, IO3TOMY HX TPYIHO
pa3nuYuTh B CTPYKType. i yBenndeHuss KOHTpacTa OblT HCIONIB30BaH 3P (HEKT pe30HaHC-
HOro paccesHus BOau3u K-kpas noriomeHust HIOOMsI, YTO JaJlo BO3MOYXHOCTb ONPEAETUTh
XapakTep paclpeAciicHUs] KaTUOHOB B IBOMHOM OKcHJe. Me30CTpyKTypUPOBaHHBIE CHIIU-
KATHBIE M JJIEMEHT-CUJIMKATHBIE MaTEpHalbl JEMOHCTPHUPYIOT YIIOPSIOYEHUE ME30IOp B
HaHOMETPOBOM JlMana3oHe, peduIeKChl Ha PEHTIeHOIpaMMax 3TUX MaTepHasIoB JIexXarT B 00-
JacTU MaibIX YrioB Audpakuud. B 370l o6mactu yriioB BETUKA HHCTPYMEHTAJIbHBIE abep-
panuy, NpUBOJALINE K UCKAKEHUIO TU(PPAKIMOHHON KapTUHBI. Manas pacxoauMOCTh Iep-
BUyHOro nmydka CH v npuMeHeHue IUIOCKONapallIeIbHOIO KOJUIMMATOPa B COYETAHUH C
IUIOCKUM COBEPLIEHHBIM KPUCTAJUIOM-aHAIM3aTOPOM Ha Ju(parupoBaHHOM ITydke olecre-
YU PETHCTPAMIO MU (PAKIIMOHHBIX KAPTUH B MAJBIX yriax AuQpakunu 6e3 HCKaKeHUH
CIIIBHBIX TOTEPh WHTEHCHBHOCTH. TakuM 0O0pa3oM, B OMUCBHIBAEMBIX SKCIIEPHUMEHTaX
IPUHIUIHAIBHYIO POJIb ChITPaid BCE TPU OCHOBHBIE MOTpeduTensckue coiictBa CU — BbI-

COKas MHTCHCUBHOCTDb, MaJIad paCXOJUMOCTD ITy4YKa U H_II/IpOKI/Iﬁ CHCKTpaHBHBIﬁ Juaria3oH.

3.1. Xapaktep ynopsago4YyeHusi KATUOHHbIX BakaHcum B y-Fe,0;

3.1.1. NocTaHOBKa 3agaun

Oxcupn xene3a Y-Fe,O3 sBisieTcsi TpOMBIIIJIEHHOBAXXHBIM OOBEKTOM, IIHPOKO HC-
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MOJIb3YEMBIM B MPOU3BOJICTBE MAarHUTHBIX MatepuanoB [159], karanuzatopoB [160] u ap.
Kak npasuno, y-Fe,O; nonyuarot okucnennem marueruta Fe;O4. Kpucrannuueckas cTpyk-
Typa Y-Fe,O3 61m3ka k cTpykrype oOpaménnoi mmnunenu Fe;O4, HO COIEPKUT BaKaHCUU B
KaTHOHHOU noapemeérke [161].

B otnmuume ot Fe;O4 nHa mudpaxmmonnoit kaptune Y-Fe,Os; HabmrogatoTcs ciadbie
pedieKkchl, BO3BHUKHOBEHHE KOTOPBIX CBA3BIBAIOT C YTPOECHUEM Iepuoja c~3a BCIEACTBHUE
YHOPAIOYEHUsT KaTUOHHBIX BAKAHCUW M TOHWXKEHHEM cumMmerpun Y-Fe,O; mo Tterparo-
HallbHOU (TipocTp.rp. P4;2;2). ABTOpbl [162; 163] yKa3bIBalOT Ha OKTA3APUUYECKYIO KOOpP-
JUHALUIO BAKAaHTHBIX MTO3UIIUI.

B pabote [164] npuBeneHsl pe3yib-

TaTbl HEUTPOHOTPAPHUECKOTO HCCIIEI0BA-
HUs CTPYKTYphl Y-Fe,03. bputo BeIMoIHEHO
YTOUYHEHHE OCHOBHOI'O CTPYKTYPHOI'O MO-
TUBA, KOTOPBIM MNpeanoarajics TeTparo-
HalbHBIM ¢ mnapameTpamu a=0.83396 Hwm,

¢=0.83221 umMm, npoctp.rp. P4;2;2. bslio

TAKKC IIPOBCACHO MOACIUPOBAHUC HEW-

TPOHOTPaMMbI 1O YTPOCHHOW TeTparo-
HainbHOM suelike a=0.83396 M, ¢=2.49663

Puc.28. Cmpyxmypa Fe;0, cmpykmypuwii ™ TPOCTP.Ip. P4,2,2, ¢ ynopsipoueHuem
mun obpawennot wnunenu. @ - xucaopoo, BAKAHCHUM, HO, TMOCKOJIbKY JIMIIb OJWH
© - Jicenezo 6 okmasrdpax, © - oguceneso 8

mempa’aopax.
rpaMMe UMeN JOCTATOYHYIO JJIsS aHaJIM3a WHTEHCUBHOCTh, OKOHYATEIHLHOTO OTBETA KaK O

CBEPXCTPYKTYPHBIN peIeKc Ha HEUTPOHO-

cummerpun Y-Fe,Os, Tak U 0 pacnpeneNeHny BaKaHCUH B KATHOHHOW MOJAPEIETKE He OBLI0
IOJIy4€HO.

JUig yrouHeHust CTpyKTypbl Y-Fe,O3; u onpeneneHus xapakrepa ynopsIoueHus Ka-
THOHHBIX BaKaHCHI OBUTM MPOBENEHBI PEHTTCHOAM(PPAKINOHHBIE SKCIIEPUMEHTHI HAa CHH-

XPOTPOHHOM M3JydeHuw [165].

3.1.2. NMpurotoBneHue o6pasLoB

bruto npoBeaeHo uccienoBanue aByx odpasuos y-Fe,O; paznuunoro renesuca. O0-
pasibl ObUTH MPUTOTOBJIEHBI B Jabopartopuu riybokoro okucieHus MHcTuTyTa Kataniusa

CO PAH cneayromumu criocobamu:
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—1epBbIi 00pazen; ObuT ModydeH TepmopasnoxkenueM reruta Y-FeOOH no Fe;O, B Boc-
cranoBurenbHol cpene H, u H,O B renuu npu 673 K (1% H,; orHomenue nasnennii Hy
u H,O BbIOMpaoch COOTBETCTBYIOIIMM O00JIACTH TEPMOJMHAMUYECKOM CTaOMIBHOCTU
Fe;0,); nocne BoccTanoBneHus nonydeHHsld Fe;O4 OblT BbIAEpKaH B YUCTOM TeIUH TpU
temneparype 673 K; 3arem Obuto nposeaeHo okuciienue Fe;O, npu 500 K B notoke pe-
akuuonHo cmecu 1% CO + 1% O, B renuu 10 Y-Fe,03;

—BTOpOi o0Opa3zel OblI MPUTOTOBJIEH PA3IOKEHUEM OKCalaTa jKejie3a B UUCTOM Te€JIUU MIPU
temneparype 673 K no Fe;04; 3atem Fe;O, BbiepuBajcs B 4UCTOM T'eJIMM IIPU TeMIIe-
patype 673 K, u y-Fe,O; 6b11 nonyuen okucienueM Fe;O, B MOTOKe peakiiMOHHON cMe-

cu 1% CO + 1% O, B renmu.

3.1.3. 9kcnepuMeHT

Pentrenorpammel o0pasnoB y—Fe,O; Obutn moxy4ensl B quamna3one yriaos 20 ot 10°
10 90° ¢ marom 0.02°, kpuctami—ananuzatop Ge(111). [y ymeHbIIeHNS TOTIOIMIEHUS U3-
Jy4yeHus: B 00pasle U MOBBIIIEHUS OTHOIIEHU “‘curHan—(oH” Obljia BEIOpaHa UIMHA BOJIHBI
usnydenus ke K—kpas mormomenus xene3a — A=0.17711 um (Agx=0.17435 um). B pe-
3yJbTaTe Ha PEHTI€HOrpaMMe OTUETIIMBO MposBUIUCH Oosiee 20 pediekcoB caboil HHTEH-
CUBHOCTH, OTHOCSILUECS K CBEPXCTPYKTYPHOM TeTparoHanbHOU sueiike (Puc.29). B To xe
BpeMsl Ha PEHTreHOrpaMMe He HaOJII0Aalioch TETPArOHAJIbHOTO pAaCHICTIEHHs OCHOBHBIX
“kyonueckux’” pedIiekcos.

YTOouHEeHHEe CTPYKTYpbI MPOBOJIUIOCH C MCIOJIb30BaHWEM cHCTeMbl mporpamm [10O-
JINKPUCTAJI [146] MeTOIOM HAaMMEHBIIMX KBAJIPATOB MO MHTETPaJIbHbIM MHTEHCUBHO-
CTSIM.

JlJ1s1 KOpPEKTHOTO pacuy€Tra MHTETPAIbHBIX MHTEHCUBHOCTEW HEOOXOJUMO yUUTHIBATh
JIMCTIEPCUOHHBIC TOMPAaBKU K aTOMHOMY (akTopy paccesHus xenesza Af u Af' nns naHHoun
JUIMHBI BOJIHBI M31y4eHusl. PacuéT momnpaBok ObUI BBIMIOJHEH C MCHOJIB30BAHUEM IMPOTpaM-

mbl [I.Kpomepa [166]. dus A=0.17711 um Af'=-3.88, Af'=0.48 si1. ex., MOATOMY Y4HUTHIBA-

JIach TOJIBKO morpaBka Af'.
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Puc.29. @paemenm penmeenocpammol p-Fe Oz Huoexcvl ceepxcmpykmypHuix pegiiekcos
8b10€/IeHbL HCUPHBIM UWPUGDIMOM

3.1.4. Pe3ynbTaTtbl U UX OOCYXXOEHME
C Touku 3peHus] pEeHTI€HOBCKOM nupakiuy 006a ucciaeT0BaHHbBIX 00pa3ia He UMENn

pasauuns MEXIy COOOM, TIOATOMY JIeTalbHOE OMHMCAHUE MPOIEcca YTOUYHEHUS! CTPYKTYPHI
JTAHO TOJIBKO ISl 00pa3ua, Mmoiay4yeHHOTo U3 THUIPOKCUIHON (OPMBI.

OTcyTcTBHE Ha PEHTTEHOTPAMME PACHICTUICHUS OCHOBHBIX pediiekcoB JaéT OCHOBa-
HUE COXPAaHUTh KyOMUECKYI0 CUMMETPHIO 0a30BOM sUeiiku. YTOUHEHHE e€ mapaMeTpoB pe-
MIETKU MPOBOJIUIOCH TIO0 12 OmOpHBIM pediekcam, B3SITBIM 10 BCEMY TUANIA30HY PEHTTEHO-
rpamMMbl. B pe3ynbraTe yTOYHEHMs MOJIyd4€HO 3HadeHue napametpa siueiiku a=0.83474(2)
HM.

B kavectBe mcxomHOU 1 yTouHeHUs1 Oblia B3sita cTpykTypa LiFesOg ¢ mpocTpan-

cTBeHHOU rpynnoi P4;32 B npennonoxenuu, uro 4 atoma Li B s4elike 3aMeHeHBI 15 aTo-

mamu Fe.

Ha nepBoM »sTane yToyHeHUs CTPYKTYpbl ObLIT IPOBEAEH aHAIN3 3aCENEHHOCTEN TO-
3UNui keneza. B pesynbraTe yrouHeHHs] HAaMMEHbIH R-dakTop U, 0JHOBpEeMEHHO, Hau-
Jydlliee COBMaJCHUE CO CTEXHOMETpHUEH ObUTH MOYyYeHbI B CiTy4yae, Korja 4—KpaTHas OKTa-

spuYecKas mo3uima (2,1, 7) OpuIa 3aloJHeHa Ha L, T.€., Koraa eé€ 3aceI€HHOCTh COCTaBIIA-
82878 3
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na 1.34(2) aroma. Monenb cTpykTyphl Y-Fe,0O3 B KyOUueckoi 31eMeHTapHOH siYeiKe MoKa-

3aHa Ha Puc.30, rae npencraBiieHbl TPU dJIEMEHTapHbIE suelku BoJib Hanpasyienus [001].

A

O PO P PR
.o o o

Puc.30. Tpu kybuueckue snemenmaphvle sueiiku edons nanpasienus [001]. @ - kucnopoo,
® - sicenezo 6 okmaszopax, © - oceneszo 6 mempasropax. Yacmuuno 3anonHeHHAss OKMAIO-
puyecKkas no3uyus 8bl0eneHa YepHbIM YEenoM.

Pe3ynpTaThl yTOUHEHUSI KOOPJAMHAT aTOMOB B IPOCTpaHCTBEHHOM rpynne P4;32 npu-
BefeHbl B TaOmuue 2. dakrop HEIOCTOBEPHOCTH IO HHTETPAIbHBIM HHTEHCUBHOCTSIM
R=6.9%. TemmneparypHblii H30TPONHBINA (HAKTOP UIA BCEX aTOMOB HAXOIWJICS B Mpejaeax
0.004-0.005 1w,

Kak ormeuanock panee [162; 164], Hanuuue cnadbix pedekcoB Ha pEeHTTEHOTpaMMe
v-Fe,O; cBsi3aHO ¢ ymopsiioueHUEeM KaTHOHHBIX BAaKaHCUI M 0O0pa30BaHUEM CBEPXCTPYK-
TYpHOH TETparoHaJIbHOHN SYEHKHU ¢ MEepUojaMu a'=a U c¢'~3a, IPOCTPAaHCTBEHHAs IpyMIa
P4,2,2. Ha BTOpOoM 3Tare ObIJIO MPOBEIEHO YTOUYHEHHE MapaMEeTPOB FIEMEHTAPHON STYEHKH
B T€TPAaroHaJIbHON CUCTEME C BKIIOYEHHEM B IIPOLECC YTOUHEHUS CBEPXCTPYKTYPHBIX ped-
JIEKCOB, KoTopoe nano 3HaueHus a=0.83474(2), ¢=2.50422(8) um, 1.e. c/a=3.0 ¢ BbICOKOI
TOYHOCTBIO, YTO CBHUJIETENILCTBYET O TOM, YTO OCHOBHOM MOTHUB CTPYKTYpPhl HE MOJABEPKEH

nedopManuu.
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Tabnuya 2. Pe3ynomamoel ymounenus cmpykmypul ¥-Fe,0;

(bazosasn winuneneno0oOHaAs emMeHmaptan adeuxa, npocmp. ep. P4;32)

No | Atom | KpatHocTb X Y Z 3acenéH-
HOCTb

1 Fe 8 0.9921(5) 0.9921(5) 0.9921(5) 8

2 Fe 12 0.8650(5) 0.6150(5) 0.875 12

3 Fe 4 0.375 0.125 0.875 0.33(1)

1 O 8 0.861(1) 0.861(1) 0.861(1) 8

2 O 24 0.372(1) 0.377(1) 0.876(2) 24

MexaToMHBIE PaCCTOAHMA, HM

Terpasap Fe’*

Oxrasrap Fe’*

Oxrasap Fe’*

Fe(1)-O(1) 0.189(1) Fe(2)-0O(1) 0.206(1) Fe(3)-0(2) 0.211(1)
[x2] [x6]
Fe(1)-0O(2) 0.184(1) Fe(2)-0(2) 0.201(1)
[%3] [x2]
Fe(1)-0(2) 0.207(1)
[X2]
Cpennee 0.185 Cpennee 0.205 Cpennee 0.211
Fe-O Fe-O Fe-O

[Tepexon oT KyOMYecKOW JIeMEHTapHOU suelku (mpocTp. rp. P43;32) K yTpoeHHOM
TETPAroOHAIILHOMN 3JIEMEHTapHOU stueiike (mpoctp. rp. P4;2;2) ocymecTBisercs mpeoodpas3o-

BaHMeM: x —1,y,(z—1)/3. IIpu TakoM npeoOpa3oBaHUU 4—KpaTHAs OKTAdAPUUECKas I103HU-
nus okenesa (3,+1,7) B KyOMUECKOM rpynne CUMMETPUM IEPEXOIUT B 4- U 8-KpaTHYIO Hesa-
BHUCHUMBIC ITO3ULINU (8,8,0) U (8,8,3) B TETPArOHAJIBHOW TpyIIe cuMMeTpuu. Ilosromy

BO3MOJKHBI IBAa BapHaHTa YHOPAOZOYCHUA KATHUOHHBIX BaKaHCHUU II0 YTpOGHHOﬁ QJICMCHTAp-

HOH siyelike: 1) 4-kpaTHas nosuuus (3,+,0) ABISETCA MOJHOCTBIO 3aHATOH, a 8-KpaTHas 10-
3ULUA (§,§,§) MOJTHOCTBIO BaKaHTHA; 2) 4-KpaTHas mo3unus (+ g 8,0) IIOJIHOCTBIO BAaKaHTHA,
a 4 aroma >Xene3a CTaTHCTHYECKH PACIPENEIECHBI 10 8—KPaTHOM MO3ULMHU (4,y,3). bbum

NPOBEICHBI OLIEHKH JIOCTOBEPHOCTH 000MX BO3MOXKHBIN BAPHAHTOB YIOPSIOUCHUS KATHOH-
HBIX BaKaHCHH, JJIS YEro MO COOTBETCTBYIOIIUM MOJCNISAM OBLIM PACCUUTAHBI TEOPETHYE-
CKHE€ PEHTTeHOrpaMMbl. B 000uX ciydasix uMen MecTo cialblii pocT (akTopa HEJOCTOBEP-
HocTH (110 7.2%) TO CpaBHEHHIO C MOJYYCHHBIM NPU YTOYHEHHUU CTPYKTYphI B 0a30BOii
IINMAHEICTIOM00HOM SYeiKe, YTO CBS3aHO, O—BUAMMOMY, C BKIIFOUCHHEM B PACCMOTPCHHE
JIONIOJTHUTEINILHBIX CITa0bIX pediekcoB. OAHAKO MOJENb, MPEAIOJararlias MOJTHYI0 3aHs-

TOCTb 4-KpaTHOM No3uuuu (3,3.0), Jajga IOCTaTOYHO XOPOULIEE COBIAICHUE TEOPETHUYECKU

PaCCUUTAHHBIX 3HAYCHUH HMHTEHCUBHOCTH CBCPXCTPYKTYPHBIX pe(bJ'IeKCOB C OKCIICPHUMCH-

TaJIbHBIMH, TOrAa KaK IMPHU CTATUCTUYCCKOM 3aIllOJIHCHUU 8-KpaTHOﬁ a(0X77000%0%8 4 aromamMu
83



XKeJe3a MHTCHCHBHOCTh CBEPXCTPYKTYPHBIX pedIeKCOB, pacCUMTAaHHAS TEOPETUYECKH, ObI-
Jla BABO€ MEHBIIIE SKCIIEPUMEHTAIIbHOM JIJIsl BCEX CBEPXCTPYKTYPHBIX pedIIeKCcoB.
Takum 00pa3oM, MOXKHO CHETaTh BBIBOJ, YTO YIOPSIOYCHUE KaTHOHHBIX BaKaHCHUI

POMCXOHUT MO 8-KPaTHOI OKTa’apuyeckoil mosuumu (i,1,2), a aromsl Fe 3anuMaror, co-
OTBETCTBEHHO, 4-KPAaTHYI0 OKTa’Apu¥ecKyio mosuumio (1,1,0). Ha Puc.31(a) mokasana

cTpykTypa Y-Fe,0O3; Ha 3aKII0UUTEIbHOM 3Talle YTOYHEHUS! C BAKAHTHBIMU MO3ULUSAMU HKe-
Je3a, BBICTICHHBIMU YepHbIM, a Ha Puc.31(0) mpeacraBneHa KOHEYHAs MOJIENb CTPYKTYPHI

'Y-F€203.

0)
Puc.31. Mooenu cmpykmypol ¥Fe;03 ¢ nokasanuvimu (a) u ckpvimvimu (6) 6aKanmHviMu

nosuyuamu. @ - kuciopoo, © - sceneso 6 okmasropax, © - aceneso ¢ mempasropax. Yep-
HbIM YBEMOM 8blO€NIeHbl BAKAHMHbIE OKMAIOpUYecKUe No3UYUU.
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Ilo nmaHHON MoOzenu YNOPSALOYECHMS
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CTPYKTYPHI.
Puc.32. Muxpogomoepagus  obpazya PYXIYP
¥Fe,0;. Ha epeske nokazano pacuémmuoe OKCICPHMCHTANIbHBIC M PACYCTHBIC

u306pa:)fceHue CmpyKmypuol. SJICKTPOHHO-MHUKPOCKOIINYCCKUC H306pa>1<e—

Hus Y-Fe,O; Obutn moitydeHsl B 1aOopaTOpUU CTPYKTYPHBIX MeToa0B MHCTUTYyTa KaTtamu3a

CO PAH A.JL.YyBununbiMm u I'.H.KprokoBoii.

3.2. CMHTe3 U CTPYKTYypa Me30CTPYKTYPUPOBaAHHbLIX Me30(ha3HbIX CUITUKAT-
HbIX U 3fIeMeHT-CUNIMKaTHbIX MaTepuanos

Me3ocTpyKTypUpOBaHHbIE CUIIMKATHBIE U 3JIEMEHT-CHIIMKATHbIE MaTEpUalbl JJEMOH-
CTPUPYIOT YHOPSAOYEHUE CTPYKTYPHBIX €AMHHI] — ME30IOp HAHOMETPOBOTO JMana3zoHa —
Py BO3MOXHOM OTCYTCTBUM JAJBHETrO MOPSIIKA HA aTOMHOM YpOBHE. DTH MaTepualbl Xa-
pPaKTEpU3YIOTCS BeCbMa BBICOKOM yAEIbHOM MoBepXxHOCTHIO, 7001000 M>/T, W GOJBIINM
yIeIbHBIM 00beMoM Me3omop, 0.7+1.4 cm’/r. Takue 0COGEHHOCTH MATEPHAIOB ACIAIOT KX
Ype3BbIUAHHO MPHUBJICKATEIBHBIMU C TOYKU 3PEHHSI UCIOJIB30BAHUS MX B Pa3jIMYHBIX TeX-
HOJIOTUYECKUX MPOoIIeccax.

CuHTe3 Me30CTPYKTYPUPOBAHHBIX MAaTEPHAJIOB OCYIIECTBIIAIOT CMEIIEHUEM PACTBO-
POB CHJIMKaTa U MOBepXHOCTHO-akTHUBHOTO BeniecTBa (ITAB). Tlockonbky B OCHOBE CHHTE3a
JICKHAT DIIEKTPOCTATHUECKOE B3aMMOJCHCTBHE MOHOB B PACTBOPE, PEAKIUsS MOKET OBITh
OCYIIECTBJICHA KaK B IIEJIOYHOM, TaK W B KUCJIOW cpere. B mienouynoit cpeae camocOopka
Me30(a3bl IPOUCXOAUT 10 Mexauu3My S'1” umu SI', B 3aBUCHMOCTH OT MOJIAPHOCTH KOM-
noHeHToB — [TAB (S) u Heoprannyeckoro (I). [TepBbie cHHTE3BI OBLITN MPOBEICHBI UMEHHO
MO IIEIOYHOMY peakuHOHHOMY TyTH [93; 94]. B 3TOM ciydae MCHOJb3yeTCsl HOHOTE€HHBII

ITAB, Hanpumep, aMMHauHble conu KUpHBIX kucaoT C,Ho,. (CH3);N"Hal™. IIpogykramu
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TAKOI'0 CHUHTE3a SBJISIOTCS, IO YCTOSBILEWCS TEPMUHOJIOTHM, MaTepuaibl Thna MCM-41
nmn MCM-48, BrepBbie MOJTyYeHHbIE COTpyAHUKamMu ¢upMbl Mobil. XapakTepHblii qua-
METp ME30II0p B Marepuajie ¢ JAByMepHo-rekcaroHaibHol (MCM-41) wim kKyOuueckoit
(MCM-48) ux ynakoBKOW COCTaBJISI€T ~3 HM IpPHU TOJIIMHE CUJIMKATHOM CTEHKH ~1 HM.
CuHTE3 ME30CTPYKTYPUPOBAHHBIX MATEpUAIOB B KUCIIOH Cpele MPEIoyaraeT CylecTBO-
BaHUE MPOMEKYTOUYHOTO MOHA, U B 3TOM CIIy4ae MEXaHU3M caMOCOOpKH 0oJiee CIOKHBIN —
S*XT, roe X~ — mpoMexyTouHblit aHnoH, ST — katHoH HoHorennoro ITAB, m6o (S’HHX
[", BKIIIOYAOIMI IPOTOHUPOBAHHYIO (hopMy HeMoHOreHHoro I1AB (S’HY) [95]. Heopraunu-
YeCKUI KOMIIOHEHT MPEJCTaBIsIeT CcO0O0W TakKe MPOTOHUPOBAHHYIO (GOpPMYy CHIIMKaTa
H'HO—(Si=). [To sTromy Mexanusmy GopMUpyrOTCs MaTepuansl Tuna SBA-3, mo crpykrype
aHanoruyHeii MCM-41, SBA-15 ¢ auamerpom Me30mopsl ~10 HM U TOJNIIMHON CTEHKHU ~3
HM, U ap. CymecTtByer U TpeTuil myTh B3aumojeiicteus IIAB u Heoprannueckoro Komrio-
HEHTa yepe3 00pa3oBaHUE BOJOPOAHOM CBSI3HM, HO B 3TOM CIIy4yae CTPYKTypa MPOAYKTa Je-
MOHCTPUPYET CHIIbHYIO CTENIEHb pa3ynopsaoueHus [147].

OpHolt u3 Hambosee MepCHeKTUBHBIX 00J1acTel MPUMEHEHUsT ME30CTPYKTYPHUPOBAH-
HBIX MaTepUajoB SBISIETCS TE€TEPOrCHHbIM KaTaliu3, MOCKOJIbKY MaTepuaibl 00JalaioT
Ype3BbIUYAHO Pa3BUTOM YEIbHON MOBEPXHOCTHIO, UTO SIBJISETCS OJArONpHUSATHBIM JUIS Ka-
TATUTHYECKUX MPUIIOKEHHH. B uncToM Bue cunukaTHble MaTepralibl He 00J1a1al0T KaKou-
AM00 KAaTaJIUTUYECKOM aKTUBHOCTBIO, TO3TOMY JJIS CO3/IaHUs KAaTAIUTUYECKHUX CUCTEM Ha
OCHOBE ME30CTPYKTYPUPOBAHHBIX CHJIMKATOB HEOOXOAMMa (PYHKIIMOHAIM3AIMS TOBEPXHO-
ctu Mme3omnop[167; 168]. [ns 3Toro B cucteMe JOJIKHBI MPUCYTCTBOBATh KAaTaUTUUYECKHU
AKTHBHBIE T€TEPOATOMBI, 3aKPEIICHHbIE HA MIOBEPXHOCTU. BBeneHre rerepoaToMOB MOXKET
OBITh OCYILIECTBJIEHO IOCJE CHHTE3a Me30(a3pl OcakieHHeM Ha CPOPMHUPOBAHHYIO IO-
BepxHOCTh. OHAKO, BCIEACTBUE cIa00i aAre3nn KaTaIuTUYeCKH aKTUBHBIX JIEMEHTOB Ha
CUJIMKATHOW MAaTpHIlle, BO3MOXXHO HUX BBIMBIBAaHME B Ipouecce peakuuu. s moaydeHus
YCTOMYMBOTO K BBIMBIBAHMIO AKTMBHOIO KOMIIOHEHTa KaTajll3aTopa HpeAlOoYTUTENIbHEE
BBOJIUTH I'€TEPOITEMEHTHI HA CTa/IMU CUHTE3a Me30(as3bl.

OcaxneHre OOJIBIIMHCTBA KAaTaJUTHYECKH 3HAYMMBIX AJIEMEHTOB M3 BOJHBIX pac-
TBOPOB B TBepAyl0 (ha3y TMAPOKCUIOB MPOUCXOAUT mpu 3HaueHusx pH~2+3.5. Dto 00-
CTOSITENILCTBO ONpeeNsieT UHTepec K (GOPMUPOBAHUIO ME30CTPYKTYPUPOBAHHBIX CHIIMKA-
TOB B YMEPEHHO KHCcIoi obnactu pH, mpuyem, HanOOIbIINN UHTEPEC MPEICTABISIOT MaTe-
puainibl Tuna SBA-3, uMmeromue JuaMeTp ME30MOopbl ~ 2 HM U TOJIIMHY CTEeHKH ~ 1 HM. Ma-

Tepuansl Thna SBA-15 o0mamaioT 3aBegoMO Jydlield THAPOTEPMAaIbHON CTaOMIBHOCTBHIO
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BCJIEJICTBHE OOJBIION TOJIIMHBI CHJIMKATHOW CTEHKH, OHAKO B 3TOM CIIydae BEJIHKa BEpo-
ATHOCTb B IPOIIECCE CHHTE3a 3a0J0KUPOBATH ME€TEPOIIEMEHThl BHYTPH CTEHKH U CAEIATh
UX HEJOCTYNHBIMM JUIsl peareHToB. [103TOMy OCHOBHOE BHHMaHHE IIPU CUHTE3€ KaTaJIUTH-
YEeCKUX CHCTEM Ha 0a3e Me30CTPYKTYPHUPOBAHHBIX CHIMKATOB OBLIO yJEIEHO (OpMHpOBa-
HUIO 3JIEMEHT-CUJIMKATHBIX MaTepuaioB Tuna SBA-3, oOpa3yromuxcs Ipy UCIOJIb30BAHUU

HOHOT'CHHBIX alKkuinaMMOHUMHBEIX [TAB [169].

3.2.1. NocTaHoBKa 3apgaun
B yM@pEHHO KI/ICJ'IOf/i cpez{e CKOpOCTB IMOJIMKOHACHCAIINU CHUJIMKATA SABJISICTCA HaI/I60—

Jee HU3KOH. DTO OOBSACHSAETCS TE€M, UTO JJIsl Pa3MUYHbIX (JOPM CHIIMKATa TOYKA HYJIEBOTO
3apsija JEeXKUT B 00s1acTu ymMepeHHo! kucioTHocTd pH~1.6+4.0; B aT0ii %€ obnactu Haxo-
IUTCs n303iekTpudeckas touka [170-173]. MexaHu3M cCHHTE3a ME30CTPYKYTPUPOBAHHBIX
MaTEpHUAJIOB OCHOBAH Ha 3JIEKTPOCTATUUYECKOM B3anMozeicTBuu «IIAB — Heopranndeckuii
KOMIIOHEHT», I03TOMY YpPOBEHb KUCJIOTHOCTH Cpe€Abl HEU30E€XKHO JOJHKEH IMOBJIMATH HA
nporecc caMocOOpku Me30(ha3bl U Ha CTPYKTYPHO-TEKCTYPHBIE XapaKTEPUCTHKH MPOIYKTA.
[TockosbKy B 3TOM MHTEpBaje JeKar 3HaueHus pH ocaxkaeHus U3 pacTBOpOB KaTaIUTHYE-
CKM Ba)KHBIX JJIEMEHTOB, a CO3JaHHUE KaTAIMTUYECKUX CUCTEM HAa OCHOBE ME30CTPYKTYpPH-
POBAHHBIX CUJIMKATOB BBIMJISAUT BECbMa IPUBIIEKATEIbHBIM U MHOIOOOEIIAIOINM, Mpe-
CTaBJISIETCS] HEOOXOIMMBIM IIPOBECTU UCCIEA0BAHUE CTPYKTYPHBIX M TEKCTYPHBIX IapameT-
POB ME30CTPYKTYPUPOBAHHBIX CHUJIMKATOB, MOJYyYaeMbIX B YKa3aHHOM 00JIaCTH KUCIIOTHO-
ctu. VHTEepec MpencTaBiAIOT TaKUE NapaMeTphl, KaK yAelbHAsi NOBEPXHOCTh CUIIMKATHBIX
Mme30(a3, yaenbHbIi 00BEM ME30I0p, pacHpeieseHne Me30Hop 0 pa3MepaM, Hapamerp
DJIEMEHTAPHOU SYEHKH JIBYMEPHO-T€KCAarOHAJIbHONW YIAaKOBKHM ME30IOP U CTENEHb UX YIIO-

PSAIOYEHHOCTH, a TAKXKE 3aBUCUMOCTH 3TUX 3HaYeHUH oT pH ocaxnenust me3odassbl.

3.2.2. O6pa3uybl Ana nccnegoBaHusA
CuHTe3 00pa3lioB ME30CTPYKTYPHUPOBAHHBIX CHJIMKATHBIX MaTEPUAJIOB B YMEPEHHO

KHUCJION cpejie MPOBOJMIIMN MO paHee oTpaboTaHHOM TexHonoruu [169], npeanonararomieit
UCIIOJIb30BaHKEe cuiinkata HaTpusi Na,Si,Os B KauecTBE MCTOYHMKA KpeMHE3eMa U allKu-
nammoHuitHoro uonoreHHoro ITAB C¢H33(CH;3);N'Br (rekcagenuiTpuMeTUIaMMOHUM
Oopomun). CuiiMkat HaTpHsi TOTOBWIIM pacTBOpeHreM aspocuia B 1 M pactsope NaOH, mo-
CJI€ 4ero noyry4eHHbIi pactBop cmemuBaiu ¢ 1.1 M pacrBopom HCI nipu nHTEHCHBHOM Ii€-
pemMeluBanum; uroropoe 3naueHue pH pactBopa cocrasisuio ~0.6-0.8. [IpuroroBneHHbIN

TaK1M o6pa30M 30JIb BBLACPIKUBAJIN IIPH KOMHATHOU TCMIICPATYypC B TCUCHUC CYTOK. Bon-
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Hblil pactBop [IAB umen Onuskoe 3HaueHue pH, KOTOpoe peryimpoBaioCh BHECEHHEM B
cuctemMy TpeOyeMoro KOJIMYeCTBa COJISIHOM KHUCIOTHI. [Iporecc ocaxaeHus Me30CTPYKTY-
PUPOBAHHOTO NPOAYKTa U3 PACTBOPOB BKJItOYal JBa Tana. Ha nepBom 3tamne pactsop [TIAB
CMEILIMBAJIA C PACTBOPOM CHJIMKATa HATPHUS IPU MHTEHCUBHOM NEPEMEIIMBAHUU U BBLIEP-
KUBaJIM B TeuyeHue 3 4dacoB (mepBoe cMmeunieHue). Ha aTom 3tame B cucteMy MOryT OBITh
BBE/ICHBI KATATHTHYCCKH aKTHBHBIE TeTepoatoMsl, Hampumep, AlI**, Ti**, Zr**, Fe** u np., B
BUJIE PACTBOpPA C COOTBETCTBYIOIIMM 3HaueHHeM pH. 3aTem B cucteMy BHOCHIIM JTOTOJHU-
TEJIbHO LIEJIOYHON PacTBOP CHIIMKATa HATPHUs 0 MOIYyYEHHUs 3aJaHHOro 3HayeHus pH B uH-
TepBasie 2.5+5 (BTopoe cMmemieHue). Kak npaBuiio, KOJIM4eCTBO BBOJAMMOIO HA BTOPOM 3Ta-
ne cuirkara He npessimano 20% ot obmiero coaepxkanus SiOs.

[Tony4yeHHBIN TPOAYKT pa3lessiin Ha JIBE YaCTH, OJIHA U3 KOTOPBIX BBIJAEPKUBAIACh
B T€UEHHUE CYTOK MPU KOMHATHOU Temriepatype (cepus I), a Bropyro HarpeBaiu a0 50°C u
BbIZIEp)KUBaAIM 1pu 3ToM Temreparype 20 gacoB (cepus II). [locne Beinepkku B MAaTOYHOM
pacTBope 0camoK OT(UIBTPOBBIBAIH, MPOMBIBAIA B MOTOKE AMCTUIUIMPOBAHHOW BOABI U
CyHIMJIM Ha Bo3ayxe npu temmnepatype 110°C.

Jlis ynaneHus OpraHM4eckoro KOMIIOHEHTa 4acTh 00pa3loB MPOKaIMBAIM Ha BO3-
nyxe npu temneparype 200°C B teuenue 1 yaca, 3atem npu 550°C B Teuenue 3 yacos. B
npolecce CYIIKH MoTepsi Beca [ Bcex o0pa3loB He npeBbiimana 2+3%, a npu npoxkaiuba-

HUM 00pa3uel Tepsutu 10 40+50% macchl.

3.2.3. letann akcnepumeHTa
XapakTepHO OCOOCHHOCTHIO ME30CTPYKTYPUPOBAHHBIX CHIIMKATHBIX MAaTEpHAIOB

SBIIIETCS MPOCTPAHCTBEHHOE YIMOPSAOYEHUE ME30MOp KaK CTPYKTYPHBIX €IUHUI], 00pa-
3YIOLUX PETYJSPHYIO PELIETKY C NEPUOJOM B HECKOJIBKO HAHOMETPOB. Takoe JIMHHOIIE-
pHOJIHOE paclipe/iefieHue 3JIEKTPOHHO! MIIOTHOCTH B 00pa3iie Ha peHTreHOqu(paKIMOHHBIX
KapTHUHAX BBIPAXKAETCS B TIOSBIICHUU OTUYETIIMBBIX pedeKCOB B 00JaCTH MaJIbIX YIJIOB JH-
bpaxuu. [lonydyeHne peHTreHOTpaMM CHHTE3MPOBAHHBIX B Pa3IMYHBIX YCIOBUAX 00pas3-
OB OBIJIO MPOBEJECHO MO OTPAaOOTaHHON paHee METOAMKE C OTPAaHMYCHHEM a3MMYTaJIbHOM
pPacxoauMOCTH TU(PArupOBAHHOTO MydKa. AHAIU3 PEHTTEHOTPAMM COCTOSII B OIpeelie-
HUU TIEpHOJa IBYMEPHO-T€KCAarOHaJbHOM YIMAaKOBKH ME30IOp U B OIIEHKE CTENEHU YIops-
JIOYEHHOCTH CTPYKTYPHBIX €IUHUIL 110 BEIIMYUHE YIIUPEHUsS TUPPAKITMOHHOTO MaKCUMyMa
10. KocBeHHBIM CBUIETENHCTBOM BBICOKOW YMOPSAOYEHHOCTH CTPYKTYpPhI Me30(a3bl MOXK-

HO CYUTATh HAJIMYME HA PEHTIeHOTpaMMax pediiekcoB Beicx mopsakos 11, 20, 21 u 1.1.
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JlaHHbIE PEHTTCHOBCKON MUdpakmuu HecyT HH(OPMAIHUI0 O MPOCTPAHCTBEHHOM
pacmonokKeHUu CTPYKTYpooOpasylooIuX 3JIeMEHTOB. Vcnonb3ys mnpouenypy yTOYHEHUs
CTPYKTYPBl MOAM(DHUIMPOBAHHBIM METOAOM PHTBenbaa MO 3aaHHON CTapTOBON MOJIEIH
CTPYKTYPBI, MOJKHO OIPEAEINTh, HapALy C IEPUOJOM ME30IOPUCTON CTPYKTYPBI, TAKXKE
CPEAHMM IHAMETP ME30MOp U TOJIIMHY CHIMKAaTHOW CTEHKU. B JaHHOM cilydae CTpYKTyp-
HbII (PaKTOp MPECTABIAETCS B CTAHAAPTHOM JBYMEPHOM BUJIE:

1 .
F(hke) = — [ plx, y)exp(2i(hx + ky)dxdy (3.2.1)
So s,
a JJIEKTPOHHAs IUIOTHOCTh O(X,y) ONMCHIBAETCS HENpPEepbIBHOM (hyHKIMEH pacnpeneneHus
KaK CyMMa 7 IEepeKpbIBAIOIIMXCS KOAKCHAIbHBIX 00JacTel ¢ u3MeHstouleiics Gopmoil (ot

LUJIMHAPA K TEKCarOHAJIBHOW NPU3ME) U PA3ITUYHON INIOTHOCTH:

P, y) =Y pull+th(ps, (R(xX, )= py,, = P2, 8(x, )], (3.2.2)

m=1

rae Sy - IIomaap IByMEPHOU STYEHKH, R(X,y) - pacCTOSIHUE TOYKH (X,y) OT Hadajaa KOOpAu-
HAT, p; - pallyc LMUINH]PA, BIMCAHHOTO B ME30IOPY, p; B KOMOMHAIIUY C O(X,y) - TapaMeT-
pbl Iepexojia LWIMHIpAa B I'E€KCArOHAJbHYIO NPU3MY; p3 - NapaMeTp ONMCAHUS HaKJIOHA
AJIEKTPOHHOW IJIOTHOCTH CTEHKH, MapaMeTp py PEryJIUpYyeT INIOTHOCTh WINHApPaA. BmecTe
C TeM, JJIsl TEKCTYPHBIX JaHHBIX, MOJIy9aeMbIX U3 PEHTI€HOAN(PAKIIMOHHOTO YKCIIEPUMEH-
Ta HEOOXOJMMO HE3aBUCUMOE TOJITBEP)KICHHUE JOCTOBEPHBIMU TEKCTYPOJOTUYECKUMU Me-
TOJaMH, TAKUMH, HalpuUMep, KaKk HU3KOTEeMIlepaTrypHas ancopbums azoTta. Kak m3BecTHO,
aJICOPOIIMOHHBIA METOJ MO3BOJISIET OMPEAEIATh, KPOME YISIbHON MOBEPXHOCTH o0Opasia,
TaK)K€ BEJIMYMHY BHEIIHEH MOBEPXHOCTH, yIEIbHBIN 00BhEM ME30I0p U paciipe/iesieHue Me-
30mop mo pasMepaMm. Takum oOpa3om, COBMECTHOE MPHMEHEHUE MU(GPAKIHOHHOTO U ajl-
COpPOIIMOHHOTO METOJI0B 00€CIeYMBaET JOCTATOYHO MOJTHOE MPEACTaBICHHE O CTPYKTYpE U
TEKCTYpE ME30CTPYKTYPUPOBAHHOIO CUIIMKATHOTO MaTepuana [148; 174].

PeHnTreHorpaMmbl MCXOJHBIX W MPOKAJIEHHBIX OOpa3lOB MOJy4Yaldd HAa CTAHLUU
«AHoManbHOe PaccesHue» ¢ MCHOJIb30BAHMEM M3Iy4eHHUs ¢ jinHON BoyiHbI 0.154 HM B
nuarnaszone yrioB 20=1+7° ¢ marom mo yray 0.01°. TIpokanenHsie 00pa3isl UccieI0BaIn

METOJI0M HM3KOTEeMIepaTypHO# ajcopOIuu azota Ha npubope Micromeritics ASAP-2400.

3.2.4. O6cyxaeHue pe3ynbTaToB
Ha Puc.33 noka3aH XxapakTepHblid BUJ PEHTI€HOIPAMM HCXOJHOTO U MPOKAJIEHHOIO

00pa3loB Me30CTPYKTYPUPOBAHHOTO CUJIMKATa, CUHTE3UPOBAHHOIO B YMEPEHHO KHCIOM

cpene. Pe3ynbTaToM mpokanuBaHus sIBIsSETCA, BO-TIepBbIX, yaaieHue [IAB u3 me3omnop, uto
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IIPUBOJIUT K YBEJIMYEHUIO KOHTPACTA HA PEHTTEHOTPAMME BCIIEJCTBHE NMOHWKECHHUS DJIEK-
TPOHHOU IJIOTHOCTH B ME30IIOPE, a BO-BTOPBIX, K POCTY IUIOTHOCTH CUJIMKATHOIO KapkKaca
BCJIC/ICTBHE TOJMKOHJACHCAIIMHA TP TEPMHUUECKONW 0OpabOTKE OCTATOYHBIX CHIIAHOJIBHBIX
IPYIIl U YMEHBIICHUIO MapaMeTpa JIBYMEPHO-T€KCATOHAIBHOM AleMeHTapHOU sueiiku. Ha
Puc.34 npencraBnena uzorepma HU3KOTEMIIEpaTypHOH aJcopOIMU a30Ta Ha ME30CTPYKTY-
pupoBaHHOM cunukate. B obmactu naBnenuit P/Py~0.35 Ha aacopOUMOHHON U JaecopOIin-
OHHOW BETBSIX HAOIIOJACTCS OTYETIIMBBIA THUCTEPE3UC, CBUACTEIHCTBYIONIUN O MPOUCXO-
JSIEN B 3TOM AMana3oHe KalWUIIpHOW KoHJeHcaluu. CpaBHUTENIBHO PE3KUN CKAa4OK Be-
JMYUHBI acOPOLUU B 3TOM 00JaCTH TOBOPUT O JOCTATOYHO Y3KOM pacCIpeesieHud Me30-
nop 1o pasmepam. [lonHbI aHamM3 U30TepMBI aicopOIuu o meroay bpyHayspa-Ommerra-
Tetinopa (BOT) mo3BOISET OIEHUTD yIETBHYIO TOBEPXHOCTh U YACIBHBIN 00bEM Me3010p,
pacIpeesieHue mop no pazmepam npou3BoauTcs no merony bappera-/[xoriHepa-XaneHasl

(BJH).
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Puc.33. Obwuii 610 penmecnocpamm Ucxoo0H020 U NPOKAIEHHO20 00PA3y08 Me30CMPYKMy-
PUPOBAHHO2O CUTUKAMA, CUHME3UPOBAHHO20 8 YMEPEHHO KUCI0U cpede. Tlokazanvl unoex-
cbl hk 08yMmepHO-2excazonanbHOU peuemku, 06pa308aHHol YROPAOOUEHHBIMU Me30N0PAMU.
Hlupuna peghnexca 10 na nonosune svicomst (FWHM) nopsaoka A2 @~0.1°.
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Pe3ynbTaThl MPOBEEHHBIX CUHTE30B M MCCIIEIOBAHUI CTPYKTYPHO-TEKCTYPHBIX Xa-
PaKTEepUCTHK CUHTE3MPYEMBIX MaTE€pUaIOB TOKA3aJd BO3MOXKHOCTh TOJIYYEHUS MeE30-
CTPYKTYpUPOBAaHHBIX criIMKaTOB THNa SBA-3 ¢ nuamerpom me3omnop ~3+3.5 HM U TOJIIIH-
HOM crMKaTHOU cTeHKH ~1 HM B obnmactu pH=1+5. Ha Puc.35 npuBeneHsl CBOAHBIC aH-

HBI€ JUISl OCHOBHBIX CTPYKTYPHBIX U TEKCTYPHBIX IMapamMeTpoB 00pa3IoB B 3aBUCHMOCTH OT

pH cunresa.
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Puc.34. Hzomepmwvi huzkomemnepamypHou adcopoyuu-oecopoyuu azoma Ha oopasz-
ye Me30CmpYKmMypupo8anHo20 CUIUKAMHO20 Mamepuaid, CUHMe3Upo8aHHo20 8 yme-
PEHHO KUCTIOU cpede.
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[IpencraBnenHslie Ha Puc.35 3aBUCMMOCTH OXBATBIBAIOT CIAEAYIOIINE CTPYKTYPHbIE U

TEKCTYpHbIE TapaMeTphbl 00pa3IOB:

A) llupuna pacnpenesneHus: ME30IOP MO pa3Mepam;

b) Ilupuna peduexca 10 Ha peHTreHOTpaMMaXx;

B) IlapameTp aneMeHTapHOM SYEHKU IBYMEPHO-I€KCarOHAIbHOM YITAKOBKU ME30II0D;

[') M3MeHeHue napameTpa 3JEMEHTAPHOM SYEHKH B PE3yJIbTaTe NPOKAINBAHNUS;

J1) BennuunHa yaenbHOM MOBEPXHOCTH ME30TIOP;

E) BenuunHa BHENIHEN MOBEPXHOCTH MaTepUaa;

2K) Y nenbHplit 00beM ME301I0D;

3) CpeaHuii UaMeTp ME30I0p, OMPEAEIIEMBIil KAK dine=a€'"~, Te € - MOPUCTOCTH ME30-
dazwr [169].

B nepByro ouepenp obpamaer Ha ceOs BHUMaHHUE TOT (DaKT, 4TO MIMPHHA pacIpese-
JIEHUsSI ME3010p o pazMepam u mupuHa pedekca 10 qis oOpa3uoB cepun | npakTruuecku
He 3aBucAT oT pH cuHTe3a. DTO CBUAETENBCTBYET O JOCTATOYHO BBICOKOM CTENEHU YIOPS-
noueHHOCcTH Me30(asbl. B To ke Bpems, s obpasuos cepun Il HaGnrogaeTcst 3HaUUTENb-
HBIA POCT 3TUX MapameTpoB ¢ yBenndenneM pH. CnempoBaTenbHo, TepMudeckas o0padoTka
Jlake IpU OTHOCHUTENIbHO HeBbIcOKOM Temneparype B 50°C Beaet B ciyuae pH>3.5 k yxyn-
IICHUIO OPTaHU30BAaHHOCTH CTPYKTYpbl Me30dasnl (Puc.35 (A) u (b)). Ilpu aTom B o6nactu
pH<3.5 o0a »Ti mapameTpa MpakTUYECKH HE OTIMYAIOTCS ISl 00euX cepuil 0Opas3IoB U B
Ipezesiax OLUEHUBAeMbIX HorpemHocreil He 3aBucat ot pH. [lanee, mapamerp snemeHTap-
HOI sueliku u cpeanuit nuametp mesomnop (Puc.35 (B) u (3)) siBHO KOPPETUPYIOT U UMEIOT
MUHUMYM B o0iacti pH~3.5, 4TO COOTBETCTBYET U303JIEKTPUUECKOMN TOUKE JJIs1 Pa3IM4HbIX
dopm cunmkata. Pasnuume B mapaMmerpax >JIEMEHTApHOW SYEWKH W JHMAMETPax Me30Iop
s o6pasos cepuit [ u Il MmoxkeT ObITH 00BACHEHO TEPMUUYECKHM PACIIUPEHUEM MUIIEILT
[TAB npu TemneparypHoii oOpaboTke. KpoMe Toro, rTepMuyeckoe paciimpeHue siBisieTcs
OPUYMHON YXYALICHHs] OpraHM3alld CTPYKTYpbl oOpasnoB cepuun II, cuHTE3MpOBaHHBIX
npu 3HaueHusAx pH>3.5, korna MeaeHHsbl Npoece NOJMKOHICHCAIUU CUIIMKATHOTO Kap-
Kaca eIle He 3aKOHYWICS, U PACIIUPSAIONIMECS MUILIEIUIBI Pa3pyIIaloT ciadble CBS3U B CHIIHU-
KaTHOM CTEHKE.

MOKHO OTMETUTh TaK’Ke, YTO YZEJIbHAsI IOBEPXHOCTh U YJEIbHBIH 00BEM ME30I10p
cna6o 3aBucar ot pH cunreza (Puc.35 (1) u (K)). 3nauurtensusiii poct ¢ pH nemoncTpu-
pyeT BeluurHa BHelHelW noBepxHoctu Mezodasel (Puc.35 (E)), 4to, BO3MOXXHO, CBSA3aHO C
JUCIEPTUPOBAHUEM YACTHULl MaTepuaia, OJHAKO BEJIMYMHA BHEIIHENW IIOBEPXHOCTU OOBIYHO

93



He npeBblaeT 4-5% otr oOuieil NOBEpXHOCTU M HE BHOCHUT 3aMETHOTO BKJa/la B CBOMCTBA
ME30CTPYKTYPUPOBAHHOI'O CHJIMKATA.

HakoHen, ymeHbllIeHHE NapaMeTpa PeleTKH ME30CTPYKTYpPHUPOBAaHHOIO MaTepuasa
IpY NPOKAJIMBAHUM MPEACTABISETCS BECbMa CYILIECTBEHHBIM I 00pa3noB cepuu I, cunre-
3UpoBaHHBIX B oOmactu pH<3.5, u ymensimaercs npu pH>3.5, Torma xak mis o6pa3mnos ce-
punu II 5Ta BennnunHa He3HaunTeNbHA BO BeeM auanas3oHe pH. CkopocTh NOJMKOHIEHC AU
CHJIaHONBHBIX Tpymn B obOnactu pH<3.5 cnabo 3aBucur ot pH, HO Bo3pacTaeT mpu MOBHI-
meHuu Temrneparypsl. [lpu nosbimenun pH nonukoHaeHcanys npoTekaer ObICTpee, B pe-
3ynbTaTe u3MeHeHue Aa, pu NpoKanuBaHuu Me30(hasbl ymeHnbmaercs. Ho B To e Bpewms,
TepMuuecKkoe pacmmpenue Muueml [TAB nmpuBoAuUT K yXyALIEHUIO CTENEHU YHOPSJOYEH-
HOCTU Me30(a3bl, TaK YTO YMEHBIIEHUE YCAKU CTPYKTYPhI IIpU MIPOKATUBAHUM 7151 00pas3-
1oB cepun Il He oGecieunBaeT COBEPIICHCTBA CTPYKTYPHI.

Takum oOpa3om, B pe3ynbTaTe MPOBEIEHHOIO C MCIIOJIb30BAHMEM KOMOMHALUU
CTPYKTYPHBIX ¥ TEKCTYPHBIX METOJIOB MCCIIEIOBAHHS MPOAYKTOB CHHTE3a Me30(a3bl MOKa-
3aHa BO3MO>KHOCTb CHHTE€3a BBICOKOOPTaHU30BAHHBIX CUJIMKATHBIX U 3JIEMEHT-CUJINKATHBIX
ME30CTPYKYTPUPOBAaHHBIX MaTepUaIoB B yMEPEHHO Kucoi o0nacTu. [ToydyeHbl 3HaUeHUs
CTPYKTYPHBIX M TEKCTYPHBIX IIapaMeTpoB o0pa3LoB U UX 3aBUcCUMOCTb OT pH u Temmepa-
TYPHOTO pPEKHUMa CUHTE3A.

PaboTa BeIMONTHEHAa COBMECTHO C cOTpyAHHKamu JlabopaTopuu mccienoBaHUs TEK-
cTyphl katanuzaTtopoB MHctutyra karamm3a CO PAH k.x.H. c.H.c. M.C.MenbryHoBbIM U

M_.E.MasnbiieBsiM (a1COpOLIMOHHBIE U3MEPEHUS).

3.3. PacnpeneneHue katmoHos Nb** B gBoitHom okcuae Nb-Mo

NHTtepec k MpOMOTHPOBAHHBIM HECTEXMOMETPUUECKUM OKCHAAM MOJIUOAEHA C MOJH-
TOHHO-CETYaTON CTPYKTYpPOM BBI3BaH MX KaTaJUTUUYECKUMHM CBOMCTBAMH B pPEaKIUIX Map-
[[MAJLHOTO OKHUCIICHUS JIETKUX YTIE€BOJOPOIOB, [175; 176], okucieHus akpoJieHHA B aKpH-
JOBYIO KHCJOTY [177], OKUCIUTENHLHOIO aMMOHOJK3a 3TaHa B aneronutpui [178; 179]. C
OTOW TOYKH 3pPEHUS NPHUCTATHLHOC BHUMAHHE MPHUBJICKACT JBOWHOW OKCHJ HHUOOWS-
monbiena Nb,Mo3;Oy4 1 ero nmpousBoaHbIe. [ BBISBICHUS POJIM KaXXIOTO KOMIIOHEHTA
KaTajanu3aTopa B peakiuu HeoOxoauma nHpopMaIys 0 XxapakTepe pacrpeesieHnss KAaTHOHOB
B cTpykType. CorimacHo nutepaTypHbIM naHHBIM [179], akTuBHas ¢aza xatamuzaropa ¢op-
MHUpYyeTCsl Ha OCHOBe OmHapHoro coeauHeHuss Nb—Mo. CTpyKkTypa 3TOTO COCIWHEHHS U3-
BecTHa [180], oH oTHeceH Kk cTpykTypHOMY THIY M05O;4, OOHAKO ONPENENIUTHh B3aUMHOE
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pacnojoxeHue B ssueiike aromoB Nb 1 Mo 13 1abopaTopHbIX 3KCIEPUMEHTOB MPAKTHYECKU
HEBO3MOXHO H3-3a OYEHb OJM3KOM paccenBarollell crocoOHOCTH HMOOWS M MOJHOJEHA.
[ToaToMy ObL1a IpEANTPUHSATA NONBITKA YBEIUYUTh KOHTPACT MEXAY 3TUMU aTOMaMH IIyTeM
UCMOJIb30BaHUS PE30HAHCHBIX 3¢ (eKkToB BOMM3KU K-Kpasi MOIJIOUIeHUs HUOOUS M yCTaHO-

BUTb XapaKTep paclpeesIeHNus KATHOHOB HUOOUS B 3JIEMEHTAPHOM sTUEHKe.

3.3.1. NocTaHoBKa 3apgaun
ATOMBI HI/IO6I/I}I MOFyT paCHOJ'IaFaTBC}I B pemeTKe M05014 CTaTUCTUYCCKU, J'II/I6O 3a-

HUMATh OIpe/IeNIeHHbIe KpUcTauiorpaduyeckue Mo3uIuu. B mepBoM ciiydae CTpPYKTypy
MO’KHO paccMaTpUBaTh KaK COCTOSIIYIO U3 CHHTETUYECKUX KaTHOHOB Me co cpeaHuM (ak-
TopoM paccestHus fpe=0.2fxp+0.3fvo. COOTHOIIEHHE MHTEHCUBHOCTEH PEQIIEKCOB B Pe30-
HaHCHOM 06sacT Nb JOMKHO YMEHBIIUTHCS COOTBETCTBEHHO YMEHBIICHHUIO (aKkTopa pac-
CesTHUSI BCEH KAaTHMOHHOU mojapenieTku. NHTeHCHBHOCTh pedIeKCOB, COACPIKAIINX BKIIAIBI
TOJBKO OT AHUOHHOM MOJPEIIETKH, OCTAHETCA HEU3MEHHOW. BO BTOpOM Cilydyae U3MEHEHHIO
OyAyT MOJBEpKEHbI T€ PEeQIIEKChl, B CTPYKTYpPHbIE aMIUIUTYJbl KOTOPHIX BHOCHUT BKJIAJl
atoM Nb. IHTEeHCUBHOCTD pe(IIEeKCOB OT KPUCTAIUIOTPAPUIECKHUX TIIOCKOCTEH, KOTOPBIE HE
conepkar atoMoB Nb, He u3menurtcs. Takum oOpa3om, ucnonb3zoBaHue 3pdexra pe3oHaHC-
HOTO PACCESTHHSI PEHTTEHOBCKOTO M3JIy4eHHsI BONMHM3U K-Kpas MOTJIONICHUSI HUOOUS TI03BO-

JUT clieNaTh 3aKII0YEHUE O CTPYKTYpe KaTHOHHOM nojipenieTku coequHeHust Nb,MosO 4.

3.3.2. O6pa3ubl gna nccnenoBaHus
JIBoiinoit okcug Nb—Mo ObuT MONYYeH MPOKAIMBAHWEM CMecH OKCHUAOB MoO; u

Nb,Os B MmonbHOM cooTHouienuu 3:1 npu temneparype 700°C B TeyeHue 7 4yacoB B OTKa-
yaHHOU KBaprieBoil ammyine [180]. Xumudeckuii cocTaB MPUTOTOBICEHHOTO 00pasma ObuT
ONpeNIesIEH METOJ0OM aTOMHOM 3MHUCCHUU C MCIIOJIb30BAHUEM ATOMHO-PMHUCCHOHHOIO CIIEK-
TpOMeTpa C MHAYKTUBHO CBsI3aHHOW mia3moi. [IpenBapurtensHoe ucciaenoBanue (Hha3oBoro
COCTaBa M CTPYKTYPhI 00pa3iia ObLJIO0 BHIIIOJIHEHO HA CTAaHIIMU «AHOManbHOE PaccesiHue» Ha
e BoJHEI 0.15393 HM B quanazone yrioB 20=5+90° ¢ marom 0.02°. Jludpakunonubie
JaHHBIC, TIOJyYEHHBIC B HEPE30HAHCHOW 007acTH, OBUIM HCIIOJIB30BAHBI JJII YTOYHCHHS

CTPYKTYpPBbI METOJIOM MOJHONPOPUIHHOTO aHATIU3A.

95



3.3.3. SkcnepumeHTanbHble AaHHbIe U X 06paboTKa
PenTreHorpaMmpl B pe30HAHCHOW 00JacTH HUOOUS ObUIM 3apEeTHCTPUPOBAHBI HA

sHeprusx uznydeHus E;=18960 sB (Eg,.-25 3B) u E,=18836 3B (Ek,.-120 3B) B nuanazo-
He yriaoB 20=2-30°, 4T0 COOTBETCTBYET AHAIMA30HY BEKTOPOB paccestHms q=0.5+8.0 HM .
Cronp nanekoe 3HaueHue padoueit sHepruu E; oT kpast morioumeHus HUOOHUs BBI3BAHO TEM,
YTO B ATOW 00JIACTH SHEPTUU CTETIEHb MOHOXPOMATH3AIlMU CHUJIBHO 3aHWKEHA BCJICICTBHE
MaJIOCTH yTJia MaJIeHus U3JIy4eHHUs] Ha KPUCTaJUI-MOHOXPOMATOp, U MO3TOMY, YTOOBI 130e-
KaTh MEPEKPHIBAHUS TIOJIOCHI MPOITYCKAHUSI MOHOXpOMATOpa € KpaeM MOTJIOUIEHUST HUOOuUs,
BbIOpaHa COOTBETCTBYIOMAs paboydas Heprusi. Tem He MeHee, pa3HHIA (PAaKTOPOB paccesi-
HUsl HUOOWS B pe30HAHCHOU U Hepe3onancHou obnactu Af’(E)-Af'(E;)~2 sn.en. (~6%) moc-
TAaTOYHA, 4TOOBI 3a(DUKCUPOBATH W3MEHEHHE WHTEHCUBHOCTH NU(parupoBaHHOTO H3ITyde-
HUSL.

Ha Puc.36 noka3zanbl 3KClIepUMEHTAlIbHAsT PEHTIe€HOrpamMMa, MOJIydYeHHass B HEPE30-
HaHCHOM oOmactu Nb, pacueTHas peHTreHorpamMma IHociie YTOYHEHUsI CTPYKTYpPhI MO IMOJ-
HOMY NPO(HITIO C HMCIIOIBb30BaHUEM MporpaMMHOro kommiekca MAUD [157], u ux pas-
HOCTb. MoaenupoBanue IudpakiuOHHOTO MPOoGuUiIs IBOWHOTO OKCHAA ObUIO BBIMOJIHEHO
st coeauHennst MosOyy, 6e3 3amenienus KaTuoHOB. Puc.37 neMoHCTpUpyeT IKCIepruMeH-
TanbHBIE peHTreHorpaMMbl Nb,Mo30y4, TOTydeHHBIC B PE30HAHCHOW M HEPE3OHAHCHON 00-
nacTsax Nb, a TakKe pa3HOCTHYHO HHTEHCUBHOCTb, B IIKaJI€ BEKTOPOB PACCESHMUS.
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Puc.36. Dxcnepumenmanvuas u pacuemuas peHmeeHo2paAMMbl HOCAe YIMOYHEHUs. CIMPYKIMY-
povt Nb,Mos0 ;4 ¢ ucnonvzosanuem npoepammuozo komniexca MAUD.
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Puc.37. Penmeenoepammor Nb,Mos;0 ;4 nonyuenuvie 8 pe3oHAHCHOU U HEPE3OHAHCHOU
obnacmsax Nb, a maxoice pazHocmuas UHMeHCUBHOCMb, 8 WKALEe 8eKMOPO8 PACCEAHUS.

3.3.4. O6cyxaeHue pe3ynbLTaToB
Crpyktypa aBoiiHoro okcuga Nb,Mos;O;4 poaCcTBEHHA MOJIUTOHHO-CETYATON CTPYK-

Type okcuna monmbaeHa (Puc.38) u npeacrasinser coboit ceTky okTa’apoB MeQg, ¢ BKIIIO-
YeHHEM IeHTaroHaJIbHbIX Ounupamua MeO;. Bo3MoxHBI Tpu 0a30BBIX BapHaHTa pacrpe-
neseHnust KaTHoHOB Nb 1Mo OKTa’ipaM M MeHTarOHAJIBHBIM OUITpaMUIaM:
CTaTUCTUYECKOE pacrpe/elieHue KAaTHOHOB HUOOUS TI0 BCEM KaTHOHHBIM MTO3UIIHSIM;
4acTh ATOMOB HUOOWS 3aHUMAET BCE TMO3UIIMH B NEHTArOHAIBHBIX OWMHUPAMUIAX, OCTahb-
HbIE€ CTATUCTUYECKH PACTIPEICIICHBI 10 OKTAdAPUICCKIM MO3UIUSIM;
noamdpbl MeO; 3aHITH MOTUOICHOM, HUOOUH CTaTUCTUYECKH pacpeesieH TI0 OKTadIpH-
YECKUM TTO3HUITUSIM.

MopaenupoBaHue pa3HOCTHOW TUPPAKIIMOHHONW KapTHUHBI MTOKA3aJI0, 4YTO HAOOJIbIIee
COOTBETCBHE PACUETHON M IKCHMEPUMEHTAILHON PEHTICHOTpaMM HAOJIO/IAaeTCs B Clydae

CTAaTUCTHUYCCKOI'O pacCIpCICIICHUA KATUOHOB. OTCYTCTBI/IG HHOOUS B OJIHOM HJIM HECKOJIBKMX
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KpUCTALTOTPaQUUIECKUX TO3UIUAX TMPUBOIUT K 3HAUUTEILHOMY IEpEPaCTIPEICIICHUIO Pa3-
HOCTHOM MHTEHCHUBHOCTU. TakuMm 00pa3oM, MOXHO 3aKIJIIOUUTh, YTO paclpe/eieHne KaThuo-
HOB HUOOWS B TIOJIUTOHHO-CETYATOW CTPYKTYpE TBOMHOTO OKCHJIa MOJHOeHA-HHOOUS HO-
CUT CTaTUCTHYECKHI XapakTep. AHAJOTMYHOE paclipejefieHue HaOIAalloch B JABOMHOM

OKCHJIC Nb16W18094 [181]

Puc.38. Ilonueonno-cemuamasn cmpyxmypa oxcuda moauboena MosO .

Paborta BbIIOTHEHA COBMECTHO C COTPpYAHUKOM JlabopaTopuu CTPYKTYPHBIX METOIOB

uccnengoanus Mucruryra katanuza CO PAH k.x.H. H.c. Kapgam T.1O.
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3akntoyeHue Kk nase 3.

B03MOXHOCTh MTPOM3BOJILHOTO BhIOOpa paboueil FHEpruu (JUIMHBI BOJIHBI) U3ITyue-
HUs [I03BOJIMJIA HA peHTreHorpamMmax Y-Fe,O; 3apeructpupoBath B skcniepumenTax Ha CU
C XOpOILKUM Ka4eCTBOM MOJAPOOHOCTH, cabo paziuyuMblie Mpu padoTe Ha J1abOpaTOPHBIX
mudpakromerpax. [laxke nmpuMeHsBIIeeCs B HEKOTOPBIMH aBTOpPaMH U3ITydeHUE KOOAIbTO-
BOT'O aHOJIa C dHEpPruei m3iydeHus MeHbliel, ueM K-kpail nmormnomieHus xenesa, He obec-
IIEYMBAJIO JIOCTATOYHOIO KA4YECTBA PEHTIEHOTPAMM BCIIEJICTBUE HU3KOM HWHTEHCHUBHOCTH
NepBUYHOTO nydka. Kak ciencrBue, He MPEeCTaBIsNIOCh BO3MOXKHBIM IOJIYYEHUE CTPYK-
TypHOH HMH(OpPMAIIMU O XapakTepe YHOpsSAOUYeHUs] KATHOHHBIX BaKAHCUU B HCCIIEIYEMOM
MaTtepuaie ¢ Tpedyemoil TouHOCThI0. CBEJEHUSI O CTPYKTYype M BAKAHCUOHHOW YIIOPSIIIO-
YEHHOCTH, MIOJIyY€HHbIE B IaHHOHM paboTe, OKa3aiuch BOCTPEOOBaHbI CIIEIMATUCTAMU B 00-
JJACTH MAarHUTHBIX MAaTEPHAJIOB U KATAJIN3a, O YEM CBHUJIETEILCTBYET HHTEHCUBHOE LIUTUPO-
BaHHE paOOTHI.

Me3zocTpyKkTyprpoBaHHbIE Me30(ha3HbIe MaTepUaIbl XapaKTEPUIYIOTCS YIIOPSIOYCH-
HBIM pacCIOJI0KEHUEM CTPYKTYPHBIX €IMHUI] — ME30IIOP HAHOMETPOBOIO JUalia3oHa — IpH
BO3MOYXHOM OTCYTCTBUU JIAJTHHETO MOPSIIKAa Ha aTOMHOM ypoBHe. J{udpakiunonusie KapTu-
HBbI TaKMX CHUCTEM CMEIIEHBI B 00JIACTh MaJbIX YIJIOB JU(GPAKIIMA U MOTYT HCIBITHIBATH
3HAUUTENbHbIE UCKAKEHHS BCJIEACTBHE a3UMYTAIbHON PacXoAMMOCTU TU(parupoBaHHOTO
nyuka. [Ipeogoners 3Ty SKCHEPUMEHTAIBHYI) TPYIHOCTh MOXHO JBYMS NyTsAMH: 1)
YMEHBIINTh pa3Mep BXOJHOI0 KOJUIMMATOPa U PETUCTPUPOBATH PEHTTEHOIPAMMBI IBYMEp-
HBIM KOOPJWHATHBIM JETEKTOPOM C MOCIEAYIOIIUM HHTETPUPOBAHUEM IO a3UMYTaJIbHOMY
yIiay; 2) OTpaHUYHUTh PacXOAUMOCTb AU(PPArupOBAHHOIO MydYKa IUIOCKOMApaIeIbHBIM
KoJutuMaTopoM. B manHON paboTe HCIonbp30BaH BTOPOU myTh. B pe3ynbrare Obuta oTpabo-
TaHa METOJIMKA MOJYYEHHUS PEHTIC€HOTPAMM JUIMHHONEPUOIAHBIX CTPYKTYpP C BBICOKUM YT-
J0BBIM pazpenieHueM. COBMECTHO ¢ COTpyAHMKaMHu MHCTUTYTa XUMHUHM U XUMUYECKON TEX-
HoJytoruu, T.KpacHospck, ObuT pa3paboTaH METO/ aHAJIM3a PEHTTEHOTPAMM ME30CTPYKTYPH-
POBaHHBIX ME30MOPUCTHIX MaTEPUAIOB, OCHOBAaHHBII Ha IOCTPOCHUU HENPEPBIBHOTO pac-
MIPEJETICHUS MIEKTPOHHON TUIOTHOCTH M YTOYHEHHUSI €€ IO SKCIEPUMEHTAIbHOU PEHTTEHO-
rpamMe. CoBMeCTHOE MPUMEHEHUE PEHTTeHOAU(PPAKIIMOHHOTO METOJIa C BBICOKHM YIJIO-
BBIM Pa3pelIeHUEM U aJICOPOLIMOHHOTO0 METO/a MCCIIEIOBAHMS TEKCTYPhl MO3BOIMIO MOJY-
YUTh JIAHHBIE O CTEICHH YIOPSIOYEHHOCTH CTPYKTYPhI Me30(ha3bl U €€ 3aBUCUMOCTH OT

YCJ'IOBI/Iﬁ cunte3a. Mcnones3oBanue CU B 3Tux OKCIICPUMCHTAX O6YCJ'IOBJ'I€HO BBICOKON HMH-
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TEHCHUBHOCTBIO MCTOYHMKA M MaJIOM YIVIOBOM PACXOAUMOCTBIO IIyd4Ka B BEPTHKAJIbHON
IIJIOCKOCTH.

HenpepriBubiit rnankuii criektp CHU mgaeT BO3MOXKHOCTb CEJIEKTUBHO H3MEHATH
aTOMHbIE (DaKTOPBI paccessHUsl OMPEEICHHOI0 COpPTa aTOMOB, BXOJSIINX B COCTaB HCCIIe-
nyemoro oopasna. C ucronp3oBanueM 3 dexra pe30HaHCHOTO pacCessHUSI OBUTH TIOTyYEHBI
JTAaHHBIE O XapaKTepe paclpeeleHus] KATHOHOB HHOOHUS B CTPYKType OKCHIa MOIHOJeHa
Mo50,4. IIpogemMoHCTpUpPOBaHO, YTO aTOMbI HUOOMS B MPOILIECCE CUHTE3a MaTepHalia cra-
TUCTUYECKHU PACTIPEACNISIOTCS MO OKTa’[paM M MEHTAaroHaJbHBIM OWUNUpaMUAaM B TOJU-
TOHHO-ceTyaTol CTpYKType MosOy4. B 3THX sKkcnepuMeHTaxX NPUHIMIHAIBHBIMU (aKTo-
pamMu, 00ECTICUMBIIMMH TONYYE€HHUE IKCIEPUMEHTAIBHBIX JaHHBIX, SBISIFOTCS CIIEKTPallb-

HBIC XapPAKTCPUCTUKU ITyUKa CH u ero BbICOKass HHTCHCUBHOCTb.
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TJIABA 4. PE3VJIBTATBHI HCCJIEJJOBAHUI B PEJKUME IN SITU C PA3PE-
HIEHUEM I10 BPEMEHHMU.

K mpeumymecrsam CU nepen mabopaTopHBIMH HCTOYHUKAMU PEHTTEHOBCKOTO H3-
JTy4eHUs B MEPBYIO O4Yepe/b OTHOCIT €r0 BHICOKYIO HHTEHCHBHOCTD, ITO3BOJISIONIYIO MOITY-
9aTh MOJIE3HYI0 HHPOPMAIHIO 00 32 KOPOTKHE BPEMEHA, JTH0O0 IPU MCCIETOBAaHUH CHIIb-
HO pa30aBJICHHBIX CHCTEM, a TaKKe OOBEKTOB, HAXOISIIMXCS B HEOOBIYHBIX YCIOBHAX. B
JAHHOH TJIaBe OMHMCaHbI PaOOThI, BRIMOJHEHHBIE HAa cTaHIUH «IIperm3unonnas /ludpakro-
METpHsI», C HCTIOJIB30BAHNEM OTHOCHTEIBHO MSATKOM dHepruei ninydenus, ~7.2 k3B, koto-
past 00ycI0BMIIa TIOBBIIIICHHOE pa3pelieHne AudpakToMeTpa Ipu HCIOIb30BaHUU OJTHOKO-
OpAMHATHOTO JIeTeKTopa. B nanHoM ciaydae ObUTH IPOBEACHBI SKCTIEPUMEHTHI B PEHTI€HOB-
CKOW PEaKIMOHHOW KaMmepe, KOHLEHTPAIMH HCCIIEAYeMbIX KOMIIOHEHTOB COCTaBIISUIM He
oonee 20%, xapakTepHbIE BpEMEHA IIPOLIECCOB MOpsAAKa MUHYTHI. OCYIIECTBIEHHE 110/100-
HBIX DKCIIEPUMEHTOB Ha JJAOOPAaTOPHOM 00OPYIOBAHUH XOTSI U BO3MOXKHO B MPUHIHUIIE, HO
notpeOoBasio ObI 3HAYUTENBHBIX 3aTPAT BPEMEHU. XapaKTepHOU OCOOCHHOCTBIO MPEJICTaB-
JICHHBIX paboT SBISETCA BOCIIPOM3BEICHUE B TA0OPATOPHBIX YCIOBHUAX, MAKCUMAIBHO MPHU-
OJMKEHHBIX K PeaJIbHBIM YCIOBHUSAM JKCIUTyaTallil MaTepHaJiOB, ONPEAeICHHBIX TEXHOIO-
THYECKUX MPOILECCOB M PErucTpanus PeHTTeHOAN(PPAKIMOHHBIMU METOJIaMU W3MEHEHUH,

MPOUCXOOAIINX B MATCpUAJIaX B XOAC 9THUX IMMPOLCCCOB.

4.1. Pa3oBbIN COCTaB U CTPYKTYpa COpGEHTOB aMMMnaka Ha OCHOBe KOMNo3u-
TOB «COJib B MOPUCTON MaTpuue»

OnHUM M3 NEPCIEeKTUBHBIX HANPaBJIEHUH Pa3BUTHUSL SHEProcOEperaroIux TeXHOJO-
THil sBJsieTCA pa3paboTka aOCOPOIMOHHBIX XONOAUIbHBIX MamuH (AXM) [182—-184] kak
QIBTEPHATUBBI KOMIIPECCHOHHBIM CHUCTEMaM, HCIOJB3YIONIMM B KadecTBe pabodero rtema
HKOJIOTUYECKH HeOe3omacHble rajoreH-yriepoasl. O6mnacte npumenenus AXM, nuana3oH
pabouux Temmeparyp, uX 3p(GEeKTUBHOCTh U MOIIHOCTH 3aBHCAT OT BBHIOOPA Maphl «XJaja-
I'eHT — COpOeHT». M3 noTeHIMalbHbIX KaHIUAATOB Ha Posib paboyero Tena (Bojaa, METaHoI,
CO;, u n1p.) Haubosee MPEeANOYTHTEIHHBIM MPEICTABIAECTCS aMMHAK, KOTOPBIA B CHITy CBOMX
(U3NKO-XUMUYECKUX CBOMCTB MOXET OBITh MCIIOJIB30BaH Ui OOJIBIIMHCTBA OCHOBHBIX
npunoxenuit AXM, ot npoueccoB IiyO0KOH 3aMOPO3KH 0 KOHAUIIMOHUPOBAHMS BO3YyXa.
CopOuusa ammuaka B AXM MOKeT NpOMCXOAUTh Ha KUJKUX WU TBEPABIX COpOEHTax, Npu
3TOM UJEATbHBIA COPOCHT aMMHaKa JIJsl ucnoiab3oBaHust B AXM nomkeH 001aaaTh HU3KOH

TEMIIEpAaTypPOU pereHepanuy, BBICOKOM IMHAMUYECKOM €MKOCTBIO B 3aJlaHHOM JHAaIla30HE
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TEMIIepaTyp U JAaBICHUH, TEPMUIECKON M MEXaHMYECKOW CTaOMIBHOCTHIO. XKuakue abcop-
OEHTBI, HAIIPUMEp, BOJA UJIM MOHOATAHOJIAMHUH, OOBIYHO MPUMEHSIOT B OOJIBIIUX MPOMBIIII-
JIEHHBIX XOJIOAWIbHBIX YCTAHOBKAX, KOTOPBIE XapaKTEPU3YIOTCS BBHICOKUM 3HAYEHHEM XO-
JOIUIBHOTO KO3 PUIIEHTa, HO TPEICTABISAI0T COO0M JOBOIBHO CIOKHBIE KOHCTPYKIIMU. B
KOMITAKTHBIX JIOKaJbHBIX YCTPOWCTBaX YJ00HEEe MCMIOJb30BaTh TBEpAble COpPOEHTHI. Jliis
3¢ deKTUBHON COpOIMM aMMHUaKka TPaJULUOHHbIE TOPUCThIE MaTepuasbl, TAKME KaK aKTH-
BUPOBAHHbBIC YTJIM, CHJIMKArEIN WIM LEOJUThl MPEICTABIISIIOTCA HE BIIOJHE MOIXOAIIUMHU
BCJIE/ICTBHE WX OrPaHUYEHHOW €MKOCTH. MaccuBHbIE HEOPTAHMYECKHUE COJIM, XEMOCOpOU-
pylolIre aMMHaKk ¢ 00pa3oBaHHEM KpaTHBIX aMMUAYHBIX KOMILJIEKCOB — aMMHUAKaTOB, 00J1a-
JTAIOT BBICOKOM €MKOCTBHIO, HO MUMEIOT KMHETHYECKHUE OrPaHHYEHHS, TTOCKOJIbKY CKOPOCTh
XeMOCOpOIIMY TUMUTHPOBAHA TBEpIOTENbHOU nuddy3ueit [185].

OMNBIT NPUTOTOBJICHUS U UCTOJIb30BAaHUSI HAHECEHHBIX M€TEPOrE€HHBIX KAaTalIn3aTOPOB
MOJKET OBITh PACTIPOCTPAHEH Ha CO3/IaHHE JIBYXKOMIIOHEHTHBIX COPOEHTOB, BKIHOYAIOIIMX
MOPUCTBIA HOCUTEIb U HEOPTaHUYECKYIO COJIb, BHEJPEHHYIO B TOPbI HOCUTENsl. KOMITO3UTHI
«conp B mopucrord marpuie» (KCIIM) sBnstoTCS NEPCHEKTUBHBIMU MAaTepUAIaMH IS
npuMeHeHuss B AXM, Tak Kak MCIOJIb30BaHUE HEOPTAaHMYECKON COJIM J1aeT NMPUHLHUIHAIb-
HYI0O BO3MOKHOCTh TMOJIYYUTh MaTe€puaid C BBICOKOW COpPOLMOHHONW EMKOCThIO M HHU3KOU
TEMIIEpaTypOl pereHepaluu, a IOpUcTasl MaTpuLa NPensTCTBYET arperaiuuu Cojii B Mpo-
I[ECCE TMOTJIOMICHHS] aMMHAKa ¥ TIO3BOJISICT YIYUITUTh JUHAMHUKY COPOIIHH.

B HNuctutyte katanusa um.l.bopeckoBa CO PAH B TeueHue q0Jiroro BpEMEeHHU Be-
JUCHh pabOTHI MO UCCIIEIOBAHUIO CEJICKTUBHBIX COPOSHTOB BOJIBI HA OCHOBE TaJOTCHHJIOB
HIEJI0OYHO3EMEJIbHBIX METAJIOB, MOMEIIECHHBIX B MopUcTyro Marpuily [186; 187]. ITockob-
Ky Moisekyibl ammuaka NH; u Boasl H,O o00namaroT cXoXuMH CBOMCTBaAMHM CpPOJACTBA K
copOeHTy, OBUIO TPEIOKEHO MCIOJIB30BATh TAJOTCHUIBI KAIBIIHs, CTPOHIIUAS U Oapus s
coznanus KCIIM nns abcopObuuu ammuaka.

["amoreHu Bl MIETOYHO3EMENTBHBIX METAJUIOB IMOTJIOMAI0T aMMHAK C 00pa3oBaHHEM
aMMHAYHBIX KOMILJIEKCOB PA3JIM4YHOr0 cocrasa. JlJis Xjmopuaa Kanblusi XapaKTepHbl OJIHO-,
JIBYX-, YETBIPEX- U BOCBMHUKPATHbIE aMMHAKAThI, XJIOPUJI CTPOHLIMSI CBSI3BIBAET OJHY, IBE U
BOCEMb MOJIEKYJI aMMHMaKa, TOrJa Kak XJaopua Oapus o0pa3yeT TOJIbKO BOCbMUAMUUAYHBIN
koMmIuiekc [188; 189]. YcroliunBble coeIMHEHNS CYIIECTBYIOT B OIPEIECIEHHBIX HHTEpBaIax
TEeMIIepaTyp U AaBieHUU. J{Js KOMIIO3UTHBIX MOTJIOTUTENEH MapoB BOJBI U METaHOJIa U3-
BecTeH 3(PGeKT M3MEHEHHUs] COPOLIMOHHBIX CBOMCTB COJIM MPU BHECEHUU €€ B MOPbI MaTPH-

[bl, IO3TOMY BIIOJIHE BEPOATHO, 4TO B peakuusx ¢ ammuakoM juisi KCIIM Takke moryt
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IpOSBIATHCA 3P (HEKTHI BIUSHUS MAaTPUIBI-HOCUTEINSA HA COPOLIMOHHBIE CBOMCTBA BHECEHHOM
comu. CriefoBarenbHo, copounonHoe papHoBecue KCIIM ¢ ammuakoM TpeOyeT JeTaabHOro
UCCIIEZIOBAaHUS, IPUYEM HE TOJBKO aOCOPOIIMOHHO-TEPMOAMHAMUYECKIMH, HO U CTPYKTYp-

HBIMHU MCTOJaMMU.

4.1.1. NocTaHoBKa 3apavn.
Cepun 00pa3IoB XJIOPHUIOB IIETOYHO3EMEIBHBIX METAIJIOB, BHEJIPEHHBIX B IOPHI

pa3IMuYHBIX HOCUTEJEH, ObUIM MOJBEPTHYTHI MOAPOOHOMY TEPMOJUHAMUUYECKOMY HCCIIEN0-
Bauuio [190] o panee pa3zpaboranueiM MeToauKaM [191]. Beio yctaHOBIEHO, YTO OCHOB-
HBIM COPOMPYIOIIMM KOMIIOHEHTOM B KOMIIO3UTaX «COJIb B MOPUCTON MaTpulie» SBISETCA
HEOpraHU4YecKas CoJib, KOTOpasl pacroiaraercs B mopax Marpuibl-Hocuresns. CopOLMoHHas
emkocTs KCIIM nponopruoHanbHa KOJIUYECTBY BBEACHHOM coiu. CopOLMOHHbBIE CBOMCTBA
COJIM CYLIECTBEHHBIM 00pa30M 3aBHUCST OT Pa3MEpOB IOP MAaTPHUIlbl, B KOTOPbIE OHA BBEJIE-
Ha. Tak, 11T KOMIIO3UTOB Ha OCHOBE BEPMHUKYJINTA XapaKTEPUCTUKU BBEIEHHOW COJM OJIH3-
KH K TaKOBBIM JUI MAaCCHUBHBIX 00pa3lOB, TOIZla KaK B CIy4ae ME30MNOPHUCTBIX HOCHUTEIEH
tuna y-Al,O; 1 CuOyHuTa 3Ha4€HUS SHTAIBIINU U SHTPOIIUU COPOLUN aMMHUaKa PUMEPHO
Ha 20-25% BpIlIE, yeM B CiIydae MaKpOMOpPUCTON MaTpuilsl. Mi3oTepMbl agcopOumu aMmmua-
ka komno3sutamu 1npu 30°C uMeroT XxapakTepHbIid CTYIEHYaThld BUJ, HA KOTOPBIX CTYIEHH,
T.€. KOJMYECTBO COpPOMPOBAHHOIO BEILECTBA, COOTBETCTBYIOT JABICHUSIM OOpa30oBaHMs
KpaTHBIX aMMHAYHbIX KOMILIEKCOB. CONOCTaBIEHHE TEPMOJAMHAMMYECKUX U CTPYKTYPHBIX
xapakrepuctuk KCIIM B npornecce copOuuu aMMuaka MpeJcTaBisieT HHTepec Kak ¢ (pyH-

HaMeHTaHBHOﬁ, TaK U C TEXHOJIOTHYECKON TOUKHU 3pCHUA.

4.1.2. O6pa3uybl ANAa nccnegoBaHUs.
I[J'IH IMPOBCACHUA SKCIICPHUMCHTOB 110 HUCCICAOBAHUIO CTPYKTYPBHI, (baSOBOFO cocTaBa

u cTpykTypHBIX npespamiennii B KCIIM B mpouecce copbunu amMmmuaka ObUTA IPUTOTOBIIE-
Hbl 00pa3Ibl XJIOPUIOB KaybLius U Oapus, BHEAPEHHbIX B Nophl Y-Al,O; n BepMuKynura, a
TaK)K€ MEXaHHWYecKas cMech nopowkoB MaccuBHoro BaCl, u kpemuus. B kauectBe nopuc-
TBIX MaTPULl UCIOJb30BAIM OKCHJ amfoMuHUsA Mapku Al npoussoactBa OAO «AHrapckuii
HedTenepepabaTbIBalOIIMi 3aBoa» U BepMHUKYIuT KoBropckoro mecroposxaeHus. Beene-

HHUC COJIM B ITOPBI MAaTPHUIIbl OCYIICCTBIISAIN HpOHHTKOﬁ 110 BJIAarOCMKOCTH BOJHBIMHU PACTBO-
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paMH COOTBETCTBYIOIMX COJIEH — Trekcaruaparta xjopunaa kanbius («Peaxum», dapm.) u

xnopuna 6apus («Peaxum», Y[A). CuHTE3 KOMIO3UTOB BKJIIOYAJ B CE0:

— Cymky MaTpHIIBI-HOCUTENS ISl yIaJdeHUs aicopOUPOBAHHON BOBI TP TEMITEpaType
200°C;

— IIponuTKy no BIaroeMKOCTH MaTpHUILIbl BOJIHBIM PACTBOPOM COOTBETCTBYIOIIEH COJIM 3a-
JTAHHOW KOHLICHTPaLWH;

— Cymky o6pasma npu temneparype 200°C 1o npekpaiiieHus moTepy Beca.

beimn cuHTE3MpoBaHbI paznmuuHbie cepun o0pas3noB [190], u3 KoTOpeIX s MudpaKIUOH-

HBIX CTPYKTYPHBIX HUCCJIEIOBaHUN OBLIM BBIOpaHBI KOMIIO3UTHI COCTABOB, MPEACTABICHHBIX

B TaOmure 3.

Tabnuya 3. Cocmasbl KOMNO3UMO8 O/l UCCIEO08AHUL MEMOOAMU DEHM2EHOBCKOU OU-
¢paxyuu In Situ.

O0o3HayeHue AKTHUBHAS COJIb Marpuia Coneprxanue coiu, Bec.%
CaCly/Verm CaCl, Bepmukynut 63.4
CaCl,/v-ALO; CaCl, v-AlL,O3 19.6
BaCl,/Verm BaCl, Bepmukynut 44.9
BaCl,/y-ALO; BaCl, v-Al,O; 15.7

JlomonauTensHO OBLTA MPUTOTOBJICHA MEXAaHWYECKash CMECh XJIOpHUIa Oapusi ¢ KpEMHUEM B
MacCOBOM COOTHOIIIEHUHU 1:1 B KauecTBe MacCHBHOTO 00pasiia, pa30aBIICHHOTO0 HEHTpasb-
HOW KOMITOHEHTOM, JJIsl AeMII(PUPOBAHUS U3MEHEHHSI 00beMa aKTUBHOW COJIM B PE3YJIbTATE
copOIMM aMMHUaKa U HapyIICHUs] ONTHYECKON CXeMbl AUPPAKIIMOHHOTO dKCIepuMenTa. Kak
U B CEpUH TEPMOJIMHAMHYECKHUX SKCTIEPUMEHTOB, JUTsl JUPPAKITUOHHBIX UCCIICIOBAHUN OBLI

v o -5
HCIOJIb30BaH aMMHUAaK 0COOOM YHCTOTEHI C COACPKAHUCM IIPUMCCCH Ha YPOBHC 10™.

4.1.3. JKCNepuUMEHT.
Uccnenosanne KCIIM penTreHommdpakiiMOHHBIME METOAaMH ObLIO BBIMIOJTHEHO Ha

CHHXPOTPOHHOM M3JydeHUHU Ha craHuuu «lIpenmsnonnas J{udpaktomeTpus» ¢ UCIOJIb30-
BaHHEM ojHOKoopauHaTHOro Aetekropa OJ[-3M-350 u peHTreHOBCKON KaMephbI-peakropa
XRK-900. [laBnenue B kamepe U3MEHSIOCH OT 1072 MOap MpHu MOATOTOBKE UCXOIHBIX 00-
paslioB K M3MEpEHUsM 10 5 Oap Hpu HUCCIEIOBAaHUU MPOLECCOB COPOIMHM aMMHMakKa Ha
KCIIM na ocuoBe BaCl,. O6pa3iipl, MOMENEeHHBIE B KaMepy, MPEIBAPUTEIILHO MIPOTPEBAIH

npu HU3KOM naBiieHnH 10 150°C, 3aTem oxnaxaaiau 10 KOMHAaTHOW TemmepaTypbl. Copo-
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M0 aMMHaKa MPOBOJMIIA BO BCEX CIIy4asX B U30TEPMUUYECKUX YCIOBUSAX MPU TEMIIEpATYpPE
30°C.

Uccnenoanus ctpykrypHbix npespaiiennii KCIIM Ha ocHoBe xjopuja KaibIus B
npolecce copory aMMHuaka MpOBOAUIM Mpu AaBieHuu 1.6 G6ap, B mporecce aecopOuuu —
npu atMoc(hepHOM NaBiieHuu. UToObI CTUMYIUPOBATH JecopOIio, oOpa3ell HarpeBalin 10
100°C co ckopocThto 3°C/MHUH, OTHOBPEMEHHO MPOU3BO/ISI PETUCTPAIIMIO PEHTI€HOTPAMM CO
BPEMEHEM JKCIO3MIMU | MuH/Kaap B Auamna3zoHe yrioB audpakmun 20~20-50°. O6pasisl
KCIIM Ha ocHoBe xyopuaa 6apust ObUTH MCCIIEIOBaHbI IPU CTYNEHYaTOM M3MEHEHUU J1aB-
neans ot 1 mo 5 Gap um 0OpaTHO, PEeHTreHOrpaMMbl (UKCHPOBAIM C OSKCIo3uiumei |

MUH/KaJp B Axana3zoHe yrioB audpakmuu 20~30-60°.

4.1.4. Pe3ynbTaTtbl U UX OOCYXXaeHMe.
4.1.4.1. Komnoszumuwi na ocnose CaCl,.

CornacHo nuTepatypHbIM AaHHbIM [188], a Takke TepMOJMHAMUYECKUM U3MEPEHU-
sim, ipoBesieHHbIM ¢ oOpa3uamu KCIIM Ha ocnoBe CaCl2, xiopuj kanblius oOpa3yer aM-
muaunbie komiiekebl CaCl,-nNHj, tne n=1,2,4,8. Ha Puc.39 npencrtaBnenbl ¢parMeHThI
pentrenorpamm CaCl,-nNH;, monmydeHHbIX B Tmporecce copOuuu ammuaka Ha KCIIM
CaCly/Verm npu KOMHAaTHON TeMIlepaType U aTMOC(HEPHOM JaBI€HUU. DKCIIO3ULUS B JJaH-
HOM S3KCIEpUMEHTE COCTaBiissia | MHUH/Kaap, COOTBETCTBEHHO, MPOJAOJIKUTEIBLHOCTD IMPO-
necca 22 MMH.

[TonydyeHHble SKCIIEpUMEHTANIbHBIE JaHHbIE CBHUJIETEIBCTBYIOT, UYTO OOpa3oBaHUE
nByxammuayHoro komiiekca CaCl,-2NH; npoucxoauniio B TeueHne HECKOJIbKUX MUHYT I10-
cJie MoJlayd aMMHaka B KaMEpy-peakTop Jaxke mpu HopMalbHbIX ycioBusx (T~30°C, P=1
6ap). [Ipu 3TOM Ha peHTreHorpamMmmax He HaOIIAalIoCh pedIeKCOB, COOTBETCTBYIOIIUX OJI-
HOKpaTHOMY KoMIuIekcy. CienyeT OTMETUTh, YTO B JJAHHOM CJIy4dae peyb UJET O KOMIIO3UTE
C MaKpOMoOpaMH, B KOTOPBIX HAXOJSATCS YaCTULbI COJIM COOTBETCTBYIOLIETO pa3Mepa, Ooiee
100 um. Iocnenyromee npespanienue CaCl,-2NH; — CaCl,-4NH; nponomkanocs npu Tex
ke ycnoBusx B TedueHue 10-12 munyt. OOpa3oBaBIIUiics KOMIUICKC B JalbHEHIIIEM HE Me-
HSJICS, TIOCKOJIbKY, KaK CIEAYeT U3 TEPMOJAMHAMUYECKUX JAHHBIX, JJIA MOSBICHUSI BOCbMU-
aMMHUAYHOI'0 KOMIUIEKCa MpHU JaHHOM Temmeparype TpeOyercs AaBieHue ammuaka P>1.5
Oap.

DKCIIEpUMEHT TIPHU MOBBIMIEHHOM fAaBieHnn P~3 6ap mpomeMoHCTpupoBa eme 00-

nee OwicTphIil epexon CaCl, — CaCl,-2NH;, s kotoporo nmorpe6oBanoch ~2 MUH. AM-
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muausblii koMiieke CaCl,-2NH; cymecrBoBain B cucreme npu P~3 6ap B Teuenue 4-5 MuH,
nocye 4yero Havdanoch obpazoanue ¢aszpl CaCly-8NH;, HO 6e3 mosiBieHus: 4-aMMHAYHOTO
xkomiutekca. [lepexon CaCl,-2NH; — CaCl,-8NH; nponomxkancs ~7-10 MuH, B pe3yibrare B

cucteme yctaHoBuiochk paBHoBecue (Puc.40).

CaCl,4NH,

CaCl,2NH,

CaCI2~0NH3

Yron gndpakunm 20, rpag.

Puc.39. dpacmenmor penmeenocpamm npoyecca 06pa308anus KpAmHvlxX AMMUAYUHBIX
komnnexcos 8 KCIIM na ocnose CaCl, npu memnepamype T~30°C, u oasnenuu ammua-
ka P=1 6ap

CaCI2~8NH3

CaCI2~2NH3+
+CaCl,-8NH,

CaCI2~2NH3

Yron gudpakunm 20, rpaa.

Puc.40. @paemenmol penmeenocpamm nepexooa 08yXamMMuauHo20 KOMNIEKCAd 8 B0CbMU-
ammuaynsiii 8 KCIIM na ocnose CaCl, npu memnepamype T~30°C, u dasnenuu ammua-
ka P~3 6ap

[Tocne cOpoca naBieHUss aMMHaka B Kamepe-peakrope ¢asa 8-aMMHAauyHOTO KOM-

IJIEKCAa COXpaHsIach, MO3TOMY JUIsl MPOBEAEHUS JECOPOIMU HEOOXOAUMO OBLIO HArpeTh
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oOpazen. HarpeBanue npou3BOAWIOCH CTYNIEHYATO C IIAroM mo temmneparype 1° mo moss-
neHust HoBou ¢a3bl. [Ipu Temnepatype ~38°C u atmocepHOM AaBICHUH MPOU3OILIO HC-
ye3HoBeHUe (hazwl 8-ammuaunoro komruiekca u nossienne CaCly-4NHj. Jlanpreiimee mo-
BBIIIIEHHE TEMIIEpPaTyphl MPUBEIO K IMOCJIEI0BATEILHOMY MOSBICHHIO 2- U |-aMMHayHBIX
KOMIUIEKCOB M B KOHEYHOM HMTOT€ K UCXOJHOMY XJIOPUAY Kajbiusi. PeHTTeHOTpaMMBbl (hUK-
CUPOBAJIU B Ipoliecce HarpeBa, KpoMe TOro, peHTIreHOrpaMMy KaxJ10W MosBUBIIEHCs (a3bl
MOJIy4asiu ¢ OOJIBIIIMM BPEMEHEM IKCIO3UIMU MPU OCTOSIHHOM TemiiepaType. Takum oOpa-
30M, OBLITM 3aperuCTPUPOBAHBI BCE AMMHAYHbIE KOMIUIEKCHI XJIOpUIa Kajablus, B TOM YUCIIE
u metactabmibHbie pasbl CaCly-4NH; u CaCly-NH;. @parMeHThl peHTTeHOTpaMM aMMuay-

HBIX KOMIUIEKCOB pa3JINYHOM KpaTHOCTH MpecTaBieHbl Ha Puc.41.

CaCl,8NH, A “ h“ “ L |
. A

CaCl,2NH, )\ A A

CaCl, 1NH, )\ A .
A

CaCl,ONH, A A A

28 30 32 34 ' 36 38 40 42 44 46 48
Yron gndppakumm 20, rpaa.

Puc.41. dpaecmenmor penmeenocpamm KCIIM CaCl,-nNH; ¢ pazauunsim cooepacanuem
aAMMUaKa.
YTounenue cTpyktypbl ucxoaHoi comu CaCl,, BHECEHHOM B MOPHI BEPMUKYIIUTA, 2-

KpPaTHOIO M §-KPaTHOTO aMMHUAYHBIX KOMILIEKCOB OBbLIO BBIMOJHEHO MO MOJYYeHHBIM PEHT-
reHorpaMmmam ¢ ucrnosibzoBanuem nporpammbl MAUD [157]. Pe3ynbTaThl yTOUYHEHUS TIPHU-
BenieHbl B Tabmmie 4. HeGonpmme oTaudus mapaMeTpoB U 00bEMOB AJIEMEHTAPHBIX STYEEK
OT TIPHUBEICHHBIX B KPUCTALIOTPAPUYECKUX W PEHTICHOAU(PPAKIIMOHHBIX 0a3ax aHHBIX

BbI3BaHbI, [10-BUAUMOMY, J€(EKTHOCTHIO CTPYKTYPBI COJIH, OCAKIECHHOM B MOpax BEPMUKY-
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muta. Crnoco6 nmpurorosnenus KCIIM u Hu3Kas Temreparypa npoKaJHuBaHHs CIIOCOOCTBY-
I0T 0OPa30BaHUIO IOBBIIIEHHON KOHLEHTPALMU PANIMYHBIX J1e(EeKTOB CTPYKTYyphl. Ilpu
dopmupoBannu KCIIM pa3mepsl mop MaTpuIilbl OKa3bIBAlOT BIUSHUE HAa pa3Mephbl YaCTHIL
BHEJPEHHOMN COJIM, OJHAKO BEJIMYMHBI 0OsacTeil korepeHTHoro paccesnus (OKP) moryr e
COBITAJaTh C Pa3MEPaMM YaCTHUIL COJIM B IIOPAX MATPULIBI.

Taonuuya 4. Pezynomamul ymounenus cmpykmyphuvix napamempog CaCl,, CaCly-2NH; u
CaCly,-8NH; onss KCIIM CaCly/Verm.

CaCl, CaCl,-2NH; CaCl,-8NH;
[Ipoctp.rp. Pnnm Abm?2 Pnma
[192] [193] [193]
a, HM 0.6383(2) | 0.6261 0.6038(2) | 0.60042 1.2044(1) | 1.21143
b, HM 0.6322(2) |0.6429 0.7897(1) |0.78254 0.72994(8) | 0.73076
C, HM 0.4166(3) | 0.4167 1.2221(3) | 1.23491 1.5112(1) | 1.50829
V, oM’ 0.1681(2) |0.1677 0.5827(3) |0.5802 1.3285(4) | 1.3352

[Ipu ocaxkieHnu coiM B MOpax MaJloro pa3Mepa OKHUCH aTOMHUHUSL 00pa3yeTcsi KoM-
MO3UT, COJIEpP KAl MpakTUUecKu peHTreHoamopduyro kommnoHeHTy CaCl,. Ha Puc.42 mo-
kazanbl (parmenTbl peHtreHorpamm KCIIM CaCl,/y-Al,Os, monydeHHBIX B TIpoliecce
copOuuu ammuaka mpu temneparype 30°C u nasiennu copotusa 1.6 6ap. [IpeacraBieHHbIe
SKCIEPUMEHTAIbHBIE JaHHBIE CBHUJETENBCTBYIOT, YTO OOpa3oBaHUE 2-aMMHUAYHOIO KOM-
TUIeKca MPOUCXOAUT B TE€UEHHUE JIByX MUHYT U conpoBoskaaetrcs: yBenudenrnem OKP conu B
nopax okucu amomunus. Janee cneayror mnepexoabnl CaCly:2NH; — CaCl-4NH; u
CaCl,-4NH; — CaCl,-8NHj;. Kak u B cmyuae CaCl,/Verm, ¢daza MOHOAMMHAYHOTO KOM-
IIeKca B Ipoliecce copOIuu He Oblia 3aperucTpupoBaHa, (pa3za 1MaMMHAYHOTO KOMILIEKCa
CyIIIECTBOBajJa B cUCTeMe He Oosiee 3 MUHYT, BpeMs KU3HH TETPAaaMMHUAYHOTO KOMILIEKCA
~5 munyT. [loBBIIIEHUE CKOPOCTH MEpPEXoAa CBSI3aHO, O-BUJIMMOMY, C YMEHBIIEHUEM pa3-
MEpOB YacCTHIl COJU B MOpPaxX MATPHUIBI OKUCH AJTIOMUHHMS MO CPABHEHHIO C KPYMHOIOPHUC-

TbIM BCPMUKYJINUTOM.
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CaCl,-2NH,

CaCl,-8NH,
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Yron gudppakuymm 20, rpag.

Puc.42. @aszosvie npespawenus 6 npoyecce copoyuu ammuara na KCIIM CaCly/ Al O;.
Temnepamypa 30°C, 0aenenue 1.6 bap, epems sxcnosuyuu 3 Mur/kaop.

@parMeHTbl pEHTI€HOI'PaMM, MOJIYYEHHBIX B MpOIlecce AecopOLry aMMHaKa IIpyu Ha-
rpeBe HachimeHHoro kommo3uta oT 30°C go 117°C co ckopocthio 3°C/MuH u atmocdep-
HOM JaBJIeHUH, nipuBeaeHbl Ha Puc.43. Kak u B ciiydae ¢ komnoszurom CaCly/Verm, cucre-
Ma mpeTeprneBaeT psja nocienoBarenbHbix npeBpaimienuii CaCl,:8NH; — CaCl,-4NH; —
CaCl,-2NH;. Obpamaer Ha ce0si BHUMaHHE YMEHbIICHUE MHUPUH TU(DPAKITUOHHBIX JTHHAN
COJIM U POCT UX MHTEHCUBHOCTH, BBI3BAHHOE IOBBIIIEHHUEM COBEPIIEHCTBA CTPYKTYPHI I10-

cJie IUKJIa COPOLUH-IeCOPOIIHH.
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CaCl,-4NH,
CaCl,-2NH,
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CaCl,-8NH,

SR 117°C
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Yron gudpakuumn 20, rpaa.

Puc.43. ®azosvie npespawenus 6 npoyecce oecopoyuu ammuaxa Ha KCIIM CaCly/#AL,O:s.
Hasnenue 1.0 6ap, memnepamypa 30-117°C, ckopocms Hacpesa 3 °/MuH, 8pems IKCROZUYUU
1 mun/xaop.

4.1.4.2. Komnoszumuwt na ocnose BaCl,.

B otnuune ot xsopuaa kanbius Xjaopui 6apus o00pasyeT ¢ aMMUAKOM TOJIBKO OJUH
8-aMMuayHblii KoMIiekc. C TOUKM 3pEHUS] NPAKTUYECKUX MPUIOKEHUNA UMEHHO KOMIIO3H-
Thl HA OCHOBE XJIOpUAa Oapus MpeAcTaBisitoTcss Hanbosee 3HPEKTUBHBIMU U1 TEXHOJIOTHH
NOJIYyYEHHUS JIbJA U JJI1 KOHAUIMOHUPOBAHUS BO3AYyXa, IOCKOJIBKY XJIOPHUJ Oapus XapakTe-
pHu3yeTcsi BHICOKMMH 3HAUYEHUSMH XOJOAWIBHOTO Kod(pdunmenta, ~0.6, 1 OTHOCHUTEIHHO
HU3KOU Temreparypoi perenepainuu, ~60°C. Tepmoannamuueckue napametpsl KCIIM Ha
ocuoBe BaCl, nccienoBanbl 10CTaToOuHO MOIPOOHO, TEM HE MEHEE, CBEJCHHS O CTPYKTYpe
komiuiekca BaCl,-8NH; B kpuctaminorpadguueckux 6azax IaHHBIX OTCYTCTBYIOT.

CornacHo TepMoauHaMU4ecKuM n3mepeHusm, komiuieke BaCl,-8NH; npu Hopmasb-
HOM TemIepaType CYLIECTBYET MpH JaBICHUX Bbilie 4 Oap, MO3TOMY JUISl UCCIIEIOBAHUS
CTPYKTYPBI KOMILIEKCA OBUTH BBITIOJHEHBI SKCIIEPUMEHTHI B PEHTI€HOBCKOM BBICOKOTEMIIE-
paTypHOil Kamepe-peakTope, MO3BOJIAIONIEH MoayJarh qaBienus raza P<10 Gap.

[Topomkoo6pa3zubiii 06pazer; KCIIM na ocHoBe BaCl, momenianu B aepkareib 00-
pasma, oTkauuBaau Bo3ayx A0 nasienus 0.1 mOap, HarpeBanmu no 150°C, 4yToOBI ymamuTh

abcopOUpoBaHHYIO U3 aTMOC(eEpbl BOY, 3aTEM OXJIAKIAIM U MOJAaBAIM B KaMEpy aMMHUaK
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1o nasienus 5 6ap. [lpu 3ToM Ha Kaxa0M dTane (PUKCHPOBAIM PEHTTEHOIPAMMBI C Pa3Iny-
HBbIM BPEMEHEM 3KCIIO3ULIUH, OT 1 MUH B npouecce copouuun-aecopounn 1o 10 MuH B cTa-
LIMOHAPHBIX COCTOSHUAX (BaKyyM U PEaKLMOHHAs CPEaa).

®da30BBIll COCTaB aKTHMBHOW coiu B McxoaHbIX obOpasmax KCIIM na ocnoBe BaCl,
IpEeACTaBIsI cO00i cMecH OPTOPOMOMUYECKOM, TEeKCAroHaJIbHONW M KyOM4ecKoil mMoanduka-
it xjaopuna Oapus. OOpaszer; coau Ha OKMCH aJOMHUHMS IPEUMYILIECTBEHHO COJEpKall
rekcaroHanpHyto ¢a3y BaCl, B konmuecTtse cBoime 90% c mpuMecsiMu KyOMUECKO B OpTo-
poMOHMUYecKol, Torga Kak oOpaslibl MACCUBHOIO XJOpHaa Oapus M BHEAPEHHOI'O B IOPHI
BEPMHUKYJIMTAa UMEIH B CBOEM cocTaBe cBbille 90% opTopoMOuueckoit (a3bl ¢ IPUMECHIO
rekcaroHajgbHou. Pa30BBIi COCTAB UCXOAHBIX 00PA3IIOB U MapaMeTPhl AIEMEHTAPHON T4Yeii-
Ky npuBeneHsl B Tabnuue 5. [lpennonarasi, 4ro B cuctemMe OTCYTCTBYET B3aUMOJEHCTBHE
COJIM C HOCUTEIIEM, T.€. pacCCMaTpPUBas UX KaK aJAUTUBHbIE KOMIIOHEHTHI, ObLIO TIPOU3BEIe-
HO BblUMTaHHE (pOHA, a TaKKe MHTEHCHUBHOCTU PACCEsIHUS Ha OKHaX PEHTICHOBCKON Kame-
pol. [lomyueHnsle B pe3ynbraTe IepBUYHON 00pabOTKM PEHTIEHOTPaMMBbl HCXOHBIX 00pas3-
1IOB NpUBeeHbI HAa Puc.44.

Tabnuua 5. azoswiti cocmas u napamempul peuemru Ucxoonvix oopasyos BaCl, na pas-
JIUYHBIX HOCUMEISX.

Ob6pa3err @da30BbIil COCTaB ['pynma cummert- [TapameTpsl ssuerku
puu
BaCl,/Al,O; | I'ekcaronaiabHBIN P-62m a=8.0656+0.0006
c=4.6642+0.0006
OpTopomMOuIecKuii Pnma a=7.859+0.008
b=4.749+0.005
¢=9.28+0.01
Kybunueckuit Fm3m a=7.307+0.002
BaCl,/Verm | Opropombuueckuit,95% Pnma a=7.8650+0.0002

b=4.726620.0001
¢=9.4169+0.0002

I'excaronanbsHbId, 5% P-62m a=8.057+0.002

¢=4.633+0.002
BacCl, bold OpropomOnveckuii Pnma a=7.8774+0.0004
(Si) b=4.7296+0.0002
¢=9.4250+0.0005

I'excaroHaJibHBIN P-62m a=8.075+0.002

¢=4.640+0.001
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BaCl, ncxonHbi maccueHbin (Si) (opTopomO.)

BaCl, nexogHein AlO, (rekcaroH.)

BaCl, ncxonHbi BepMukynuT (optTopomo.)

| iy
Y
A Ve e

Yron gudpakuum 20, rpag.

3

Puc.44. @paemenmuol penmeernocpamm ucxooHvix 06pa3yos xaopuoa bapusi.

Kpucrannuueckas ctpykrypa xjopuaa 6apust noapoOHo onucana B [194; 195], npu-
4eM B MIEPBOM paboTe MpeCTaBICHA IIIaBHBIM 00pa3oM opTopoMOnUeckass MoauGUKAIIHs, a
BO BTOPOW OOCYXIAIOTCS OPTOpOMOWYECKas, reKcaroHallbHas M KyOudeckas (aswl, mx
cxojcTBa U paznuuus. [lokazaHo, YTO OCHOBHOE OTIMYME MEXIY OPTOPOMOUYECKOM U rek-
CaroHaJIbHOW MOAM(PUKANUSIMHA COCTOUT B YEPEIOBAHUU KATHOHHBIX CIIOCB M B HE3HAUH-

TEJILHOM U3MEHEHUH aHUOHHOTO OKpYkeHus 6apus (Puc.45).
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A) b)

Puc.45. IIpoexyuu [110] eexcaconanvroii (A) u [101] opmopombuueckou (b) ¢has xnopu-
da bapus
Ha Puc.46 npuBeneHsl cepur peHTICHOTpaMM XJIOpuaa Oapus B TOpax BEPMHKYIIH-

Ta, MOJyYEHHBIE MPH 0/1aYe B KaMepy-peakTop aMmMmuaka moj nasieHuem 4.5+5 6ap. Poct
nasienus ot 0.1 mOap 10 TpeGyeMoro 3Ha4eHHs MPOUCXOIIII 3a BpeMeHa ~1+2 mMuH. Pent-
FeHOrpaMMbl PETUCTPUPOBAINCH € 3Kcrno3uuued 1 mun/kanp. M3 moiaydeHHbBIX JaHHBIX
BUHO, YTO B TEYCHHE BPEMEHHM HAIyCKa aMMHaKa U B MOCIEAyIomme 5+6 MUHYT Ha PEHT-
reHorpamMmax He MpPOMCXOJUT 3aMETHBIX U3MEHEHUH. 3aTeM BUJI pEHTT€HOIPaMM HauyuHaeT
MEHSThCA U cTabunmsupyetcs no ucredennu 8+10 munyT. [lpu sTom HabmIOHaETCSA TONBKO
oJuH (ha30BbIM MEepexoi, UTO CBUJETENILCTBYET 00 OTCYTCTBHM KaKUX-THOO MPOMEXYTOY-

HBIX (a3.
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BaCl,/Verm, P (NH_)=5 6ap

WMM
R A AT A

| BaCI2

40 42 44 46 48 50 52 54
Yron gudppakumm 20, rpaa.

Puc.46. @paemenmul penmeenozpamm xaopuoa bapus 8 nopax epMuKyIuUma 8 npoyecce
aocopboyuu npu dasrenuu ammuara 5 oap. Ixcnozuyus 1 mun/xaop.

AHaNOTUYHBIE TMPOIECCHl MPOUCXOAAT TPH COPOIMM aMMHUaKa XJIOPUIOM Oapus,
BHEJIPCHHBIM B IOPHI OKCHJIa AIIOMHUHMS, & TaK)Ke MAaCCUBHOU COJIbIO, pa30aBICHHON TO-
pomkom kpemHust. [IpoBeneHrne muppakiMOHHBIX SKCTIEPUMEHTOB C YHCTOH MacCUBHOM CO-
JBI0 HE MPEACTABISLIOCh BO3MOXKHBIM, T.K. Ipu oOpazoBanuu komruiekca BaCl,-8NH; am-
MHAYHO-COJIEBOM KOMITO3UT MPETEPIeBacT 3HAYUTEIbHOE YBEIMUECHUE 00beMa, YTO MPUBO-
JIUT K UCKaKEHUIO MMOBEPXHOCTU 00pas3lia U €€ CMEIICHHIO OTHOCUTEIHHO MaaloIero myd-
Ka PEHTICHOBKOTO M3mydeHHs. Kak ciencTBue, MpOUCXOAUT HAPYIICHHE ONTHYECKOW CXe-
MBI AU(PPAKTOMETpA, MPUBOMASAIIEE B CBOIO OUYepelb K HEKOHTPOJIMPYEMOMY H3MEHEHUIO
TUGPaKIMOHHON KapTUHBI. UTOOB MHHMMH3UPOBATH 3TOT 3PQEKT, ObLIO MPEIOKEHO B
KadecTBe 0o0pasiia MCI0JIb30BaTh MEXaHUYECKYI0 CMECh COJIM C MHEPTHBIM HAIOJTHHUTEIEM,
HAIpUMep, MOPOITKOM KpeMHUs. B 3TOM cilydae yMeHbIIIaeTcss OTHOCUTEIHbHOE U3MEHECHUE
o0Bema oOpasiia B mporiecce copOInu, a KpeMHUH MOYKHO HCITOJIb30BaTh B KAUECTBE BHYT-

PEHHETO PEHTTeHOAM(PPAKIIMOHHOTO CTaHAapTa. B wmcciaemyeMom auama3oHe YrioB IH-
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dbpakuu KpeMHHU UMEET BCero JBa pediekca, Ha MOJ0KEHUE KOTOPHIX MOKHO HOPMHUPO-
BaTh MOJIOKEHUS PedIIeKCOB MCXOJHOM COJM M oOpasyrolerocs KoMmmosurta. PeHTreHo-
rpamMMbl 00pa30B aMMHUAYHO-COJIEBBIX KOMIIO3UTOB, MOJIYYEHHBIX MPU JaBICHUU aMMHaKa
4.5+5 6ap, npeactasiensl Ha Puc.47. Cnegyer oTMETUTD, YTO pa3HbIe KpucTauiorpaduye-
ckre MOoAu(UKAIMU MCXOAHOTO XJIOpHAa Oapus MPH HACHIIICHAH aMMHAKOM 00pasyroT
OJIMHAKOBbIE CTPYKTYpPHI 8-KPaTHOIO aMMHAYHOTO KOMIUIEKCA, HE3aBUCUMO OT MOJU(UKa-

IIUU UCXOAHOU (ha3bl.

BaCl,-8NH, macc. (Si) (ucx. - opTop.)
BaCl,-8NH, ALO, (vcx. - rekcar.)
BaCl,-8NH, Verm (ucx. - opTop.)

Yron gudppakumm 20, rpag.

Puc.47. @pacmenmul penmeenozpamm o6pa3y08 AMMUAUHO-COJIE8bIX KOMNO3UMO8 NPU
oaenenuu copomusa 4.5+5 oap.

4.1.4.3. Cmpykmypa BaCl,-8NH;.

CtpykTypa BOCbMHAaMMHAaYHOTO KOMIUIEKCa XJI0puaa Oapusi B IUuTepaType HE omuca-
Ha, OJIHAKO UMEIOTCA JAHHBIE O CTPYKTYpE€ BOCBMHUAMMUAUYHOI'O0 KOMIUIEKCA XJIOPHUAA Kallb-
s, CyIIECTBYIOIIEro npu HopmanbHOM naiieHuu [193]. Ilpennonaras, uro BaCl,-8NH;
uzoctpykryped cucteme CaCl,-8NH;, Oblna cienaHa MOMbITKa YCTAaHOBUTH U YTOUHUTH
ctpykrypy BaCl,-8NH;3 o peHTreHoaupakiinOHHBIM JaHHBIM, MTOJIYYCHHBIM B IPEICTaB-
JIEHHO paboTe.

YTouHeHue OBUIO TPOU3BEACHO C HWCIOIB30BAHUEM PA3IUYHOTO MPOTPAMMHOTO
oOecrieyeHusi, OT OPUTHHAIBHOTO, pa3pabOTaHHOTO COTPYAHMKAMHU JIA0OpaTOPUU CTPYK-

TYpHBIX METOJ0B uccienoBanus Mucruryra karanuza CO PAH u no3Bossitoliero nposo-
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JUTh YTOYHEHUE CTPYKTYPHI MO M3MEPEHHBIM WHTETPATBHBIM WHTEHCUBHOCTIM pedIIeKcoB
[146], no umeromerocs B CBOOOJHOM JOCTYIE MpOrpaMMHOTO obecrniedenus. [1aBHbIM 00-
pa3oM aHaJIU3 BBINOJIHSIICS C MOMOIIbIO porpaMMHoro kommiekca MAUD [157]. Ha na-
YaJlbHOM 3Tarie ObLJIO MPOBEICHO YTOUYHEHHE CTPYKTYpPbl 00pa3lia COJU Ha OKCUJE aJIFOMHU-
HUSI, TIOCKOJIBKY Ha PEHTTEHOTpaMMe ATOro 00pasiia MPaKTUIECKH OTCYTCTBOBAIIN pedliek-
ChI, OTHOCSIIUECS K (ha3e UCXOIAHOM COJIH.

[Ipy mpoBeneHnu WcciaenOBaHWUN OBUT BBHIOpAH JMANa30H PETHCTPAIUU PEHTICHO-
rpaMM MO3ULHOHHO-4YBCTBUTEIBHBIM JAETEKTOPOM, B KOTOPOM HAaXOAWIMCh CaMble UHTECH-
CUBHbIE peduieKChl UCXOHONU coiu. OJIHAKO YTOUHEHHE CTPYKTYpPbl C UCIOJIB30BAHUEM B
KaueCTBE HAYAIIBHOTO MPHUOIMKEHUS CTPYKTYPhl BOCBMHAMMHAYHOTO XJIOpUJA KaJbIUs
MOKa3aJyio, YTO B PETUCTUPYEMBIH AHaNa30H MOMa aoT JUITL OTHOCUTENBHO ciadbie (<30%)
pednekcer BaCl,-8NH;. OTuM, a Takke TeM, 9TO KOHIIEHTPAIHs COJU B o0pa3iax Oblia He-
BEJIMKA, OOBSCHSETCS BHICOKHM YPOBEHb 3alIyMJIEHHOCTH PEHTI€HOIPaMM, Ja’Ke HECMOTpPS
Ha IPOJIOJDKUTENIBHOE BPEMS SKCHO3UIMUA. JTO MPUBEIO K CPABHUTEIHHO OOJIBIIUM 3HAYe-
HUSIM (aKkTopa HEJOCTOBEPHOCTH, OLIEHEHHOTO MO MojHoMYy mpoduiio, ~15%. Onnaxo,
TOYHOCTh ONPENENICHUs MTapaMeTPOB JJIEMEHTAPHOM SUEMKM BO BCEX CllydasX OKa3ajlach
JIOCTATOYHO BBICOKOM, Aala~5-10". Tem ue MEHEE, B pe3yJibTaTe MPOBEAECHHBIX UCCIIEI0BA-
HUW YJaJ0Ch HE TOJBKO YCTaHOBUTH CTpYKTypy BaCl,-8NHj3, HO Takyke BBISIBUTH HEKOTO-
pble 0OCOOEHHOCTH pa3Iu4HbIX 00pa3IoB.

da30BbIif cocTaB 00pa3loB MpH JaBlieHUH aMMuaka 4.5+5 Oap nokazan B Tabnuie 6,
pe3yJIbTaThl YTOUYHEHUsl CTPYKTYpbl aMMHadHO-cojeBoro kommiekca BaCly,-8NHj3 ans uc-
CJIEIOBAaHHBIX 00pa31oB MpHuBeAeHbI B Tabnuie 7. DKcriepuMeHTalbHas U pacyeTHasl PeHT-
reHorpammbl oopasna BaCl,-8NH3/Al, O3, a Takke ux pa3HOCTh, NpeacTaBieHbl Ha Puc.48.

Paznuunble 00pa3ibl KOMIIO3UTOB JIEMOHCTPUPYIO Pa3iuyHbIe CTENIEHU IpeBpalle-
HUSl UCXOJHOM COJM B BOCbMHAaMMMAauyHBIM KomIuiekc. KoHBepcus B oOpasiie Ha OKcHJe
QTIOMHUHHS TIOYTU TOJHAs, MPEANOJNOKUTEIHLHO MOTOMY 4YTO IMOPbhl MAaTPHUIIBI HEBEJMKH,
CJIEIOBATENIbHO, pa3Mephl YaCTHUIl COJIM TaKKEe HEBEIUKU M JIOMYCKalOT OBICTPBIN Mpolecce
CTPYKTYPHOTO TIepeXxojia 10 BCeMY 00beMy dacTuilbl. HampoTus, BepMUKYIUT oOnamaet
nopaMu OOJIBLIIOTO pa3Mepa, U JJisl MOJIHOM KOHBEpCUU TpeOyeTcs: Ooibliiee Bpemsi Mo CpaB-
HEHUIO C MPEBIIYIINM clTydaeM. To jKe camoe CIpaBeUIMBO U JIJISl CIydasi MACCUBHOTO 00-
pasua.

YTouHEHHE 3aCEIIEHHOCTEN MO3MLUNA 1aBajlo B HEKOTOPBIX CIIydyasX 3HA4YEHUs, Ipe-
BBINIAOIINE SIUHUILY, YTO TOBOPUT O BBICOKOW CTETEHH ASPEKTHOCTH CTPYKTYphl. OIHAKO
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BO BCEX ciy4asx ObLIO MOJTY4YeHO AepHuIHUTHOE 3amoaHeHne no3unnu N4 azota. [Ipeamoino-
KHUTENBHO, /s 3aIIOJTHEHUS 3TOW MO3UIUH TpeOyeTcs MpoIoDKUTENbHOE BpeMs, 6oiee 10
9acoB, MMOCKOJIBKY TEPMOJANHAMUYECKHIE U3MEPEHHsI, TpoBoaAuBIINEcs B TeueHue 10 u 6omee

JacCoB, IMMOKa3ajn CTCXHOMCETPHUYCCKOC 3aIIOJIHCHUC BCCX MO3HUIMM a30Ta (HO COp6HPIOHHOI>i

€MKOCTH).

Taonuua 6. Dazosvi cocmas u napamempul avetiku BaCly-8NH; na paznuyunvix Hocume-

JISIX.
Obpa3zen @da30BbIN COCTaB I'pynmna cummer- | [lapameTpsl suen-
puu K1
BaCl,-8NH; /Al,O3 | Opropombuueckuit Pnma a=12.4705(5)
b=7.6560(3)
c=15.5777(6)
BaCl,-8NH; /Verm OpTopomOuIecKuii Pnma a=12.4585(6)
b=7.6389(4)
c=15.5575(8)
OpropoMOuvecKuit Pnma a=7.8627
BaCl,, octaTounsIii, b=4.7243
~10% c=9.4023
BaCl,-8NHj; macc. OpropomOnveckuii Pnma a=12.4586(6)
(Si) b=7.6459(4)
c=15.5571(7)
OpropoMOuveckuit Pnma a=7.8774
BaCl,, octaTouHBIH, b=4.73
~1% c=9.425
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BaCl,-8NH_/Al,O, SkcnepumMeHT
BaCl-8NH_/AI,O, Teopus

—_— BaCI2-8NH3/AI203 Pa3HocTb

34 36 38 40 42 44 46 48 50 52
Yron gudpakumn 20, rpag.

Puc.48. Dxcnepumenmanvuasn u pacuemnas peHmeenocpammol oopasya
BaCly-8NH3/Al,O3 u ux paznocme.
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Taobnuya 7. llapamempwvr cmpykm

ypol BaCl,-8NH; na paznuunvlx Hocumensx

Obpa3zen MaccuBHbI Bepmukynur v-Al, O3
Ba X 0.7390 0.7450 0.7404

y 0.25 0.25 0.25

z 0.138 0.135 0.1373

3acenenHocTts | 1.03 0.62 0.72

B 1.65 0.76 2.45
Cl1 X 0.1306 0.137 0.1250

y 0.25 0.25 0.25

z 0.036 0.048 0.0463

3acenenHocTs | 1.17 0.82 0.92

B 2.5 3.25 0.12
CI2 X 0.046 0.034 0.0464

y 0.25 0.25 0.25

z 0.665 0.672 0.6561

3acenenHocTts | 0.91 0.87 1.10

B 2.4 3.12 2.49
N1 X 0.1616 0.135 0.1616

y 0.4738 0.505 0.4737

z 0.4956 0.463 0.4956

3aceneHHocTs | 1.57 1.38 1.01

B 2.5 5.61 1.57
N2 X 0.4192 0.423 0.4192

y 0.0675 0.0222 0.0675

z 0.3632 0.3605 0.3631

3acenenHocTs | 1.08 1.03 0.94

B 2.5 6.06 1.57
N3 X 0.2202 0.204 0.2202

y 0.061 0.011 0.061

z 0.237 0.256 0.2368

3acenenHocTts | 0.51 1.0 1.01

B 2.5 5.23 2.24
N4 X 0.191 0.21 0.191

y 0.016 0.016 0.016

z 0.638 0.591 0.638

3acenenHocts | 0.3 0.3 0.01

B 2.5 16.1 1.58

OO6pa3yromuiicss B pe3yapTaTe COpOLNN aMMHaKaT HMEET OPTOPOMOMUECKYIO CTPYK-
Typy HE3aBHCHUMO OT MOAM(PHUKALKUK MCXOJHOro xjuopuaa Oapusi. BHenpenue B cTpykTypy
xJiopuaa 6apusi MOJEKYJ aMMHaKa MPUBOIUT K Pa3ABUTAHUIO CIOEB W YBEIMUYEHHUIO pac-
CTOSIHMM «KaTHOH-aHUOH». [Ipu 3TOM mapaMeTphl pelieTKH aMMHakKaTa YBEIUYHBAIOTCS
npuMepHO B 1.5 pa3a mo CpaBHEHHIO C UCXOIHOU OPTOPOMOMYECKO (hazoi xitopuaa dapus.

B kxoneuHnom cocrosinuu mexxatomubie pacctosiHust Ba-Cl ysennuuBatorest go 0.513-0.517
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HM, aMMHaK 00pa3yeT BOKPYT KaTHOHA 0apusi HCKaKEHHYIO TPEXTPAHHYIO IPHU3MY C Xapak-
TEPHBIMH MEXaTOMHBIMHU paccTosiHusiMu Ba-N 0.245-0.286 uam. Kpome Toro, umeercs pac-
crosaue Ba-N4 0.414 HM, cBsI3aHHOE C Y€ YIIOMUHABILIEHCS YaCTUYHO 3allOJIHEHHOM I10-
suneit N4. Bo3aMOKHO, MeIJIEHHOE 3alOojJHEHUE 3TOM MO3UIHMH O0YCJIOBICHO YBEJIWYEH-
HBIM PAaCCTOSIHUEM M CJIa0bIM B3aWMOJEHCTBHEM aMMHAaKa B 3TOW MO3UIMH C KaTHOHHOU
MOJIpENIeTKON copOeHTa.

Ha Puc.49 npusenena crpykrypa komiuiekca BaCl,-8NH; B nmpoekuuu [011] (a) u B
npoekiuu [110] (6). B maHHOM ciydae XOpOIIO BHJHBI CJIOM aMMHaka W TPEXTPaHHBIC
IpU3MbI OKPYKE€HUS KaTHOHOB. OOl Buj ¢pparMeHTa CTpyKTypbl pazmepoM 3x3x3 aiie-
MEHTapHBIX A4eeK rnokas3aH Ha Puc.50.

VYcnoBus MPUTOTOBIEHUS UCXOAHOTO KOMITIO3UTA, TUTPOCKOIIMYHOCTH XJIopua Oapusi
U apyrue GakTopbl OKa3bIBAIOT BIMSHUE HA WACATBHOCTh CTPYKTYPHI HCXOIHBIX 00pa3IoB.
YTouHeHus: uX CTPYKTYpHI ¢ omotisio mporpammbl MAUD noka3biBaioT, 4To B 00pas3nax
OPUCYTCTBYIOT U BaKaHCHOHHBIE AC(PEKTHI, U PA3INYHBIE HAPYIICHUS YIOPSIOYEHHOCTH, U
AQHU30TPONUSL Pa3MEPOB KPUCTALIUTOB U T.1. [laxke ¢ ydeToM AePEKTHOCTH CTPYKTYpPhI
OLICHMBAaeMbIl (PaKTOP HEJOCTOBEPHOCTU cocTaBiisieT ~15%. 3ameTHOE BIUSHUE HA BEJH-
ynHy R-(akTopa Oka3pIBaeT TOYHOCTH alMPOKCUMAIUHU Mpoduis pedaekcoB u mrymsl ¢o-
Ha. /I maHHBIX YCJIOBMIl SKCIIEpMMEHTa MojyyaeMoe 3HaueHue R-¢pakropa MOXKHO cuM-
TaTh yJOBJIETBOPUTEIBHBIM, YIUTHIBAsI TOT (hAKT, YTO HA ATAIE MPeABAPUTEIHLHON 00paboT-
KU JIaHHBIX ObUIM BBIYTEHBI BKJIAbl HOCUTENS U KaMepPbI-peakTopa, 4TO TaK)Ke HEe MOIJIO He
BHECTH HEKOTOpOU omunOKu. TeM He MeHee, CTPYKTYPY BOCbMHAMMUAYHOTO XJIOpUAa Oapus
MO>HO CUMTATh JOCTOBEPHO YCTAHOBJIEHHON U MPENJIOKUThH MOJYYEHHbIE pPe3yJbTaThl AJIs
BHECEHUs B 0a3bl KpucTayiorpaduyeckux AaHHBIX, ToJlaras 1Jid UI€adbHOM CTPYKTYpHI 3a-
CEJIEHHOCTH KPHUCTALTOTpaQUUECKUX MO3UIUI PaBHBIMU €IUHUIIE.

PaGota BbINIOJIHEHA COBMECTHO C COTpyIHUKamH JlaGopaTopuu 3HEproakKymyiu-
pytroux npoiieccoB u matepuanoB Mucrturyra katanuza CO PAH k.x.H. c.H.c. TokapeBbIM
M.M. u k.X.H. c.H.c. BecenoBckoii JK.B. (cHHTE3 KOMIIO3UTOB U TEPMOJUHAMUYECKHUE U3ME-

peHus).
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A) b)
Puc.49. Cmpyxmypa BaCl,-8NH; 6 npoexyuu [011] (A) u [110] (5). © - 6apuii, © -xnop,
9 _azom.

Puc.50. Oowuii 6uo cmpykmypor BaCl,-8NH;. Iloxazan ¢ppaemenm 3x3x3 anemenmap-
noix auetiku. © - 6aputi, © - xnop, © - azom, © - vacmuuno 3anonnennvie nozuyuu N4.
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4.2. ®a3oBble npeBpalleHns B NpoLecce NPUroToBreHus
u aktuBaumm Co-Al kaTanusaTtopoB cuHTe3a Puwepa-Tponiwa

Karanutndeckuii cuHTe3 0J1€(UHOB, )KHIKUX YTIIEBOJOPOJIOB U IEPE3UHOB M3 000-
raleHHOT0 BOJOPOJIOM CHHTE3-ra3a, Mojay4yaeMoro nepepadoTKoi MpUPOIHOTO UITU MOMYT-
HOrO He(TsIHOrO rasza, Hambosee A(P(HEKTUBHO OCYIIECTBISETCS C HCIOJIB30BAHHEM KO-
OanpTCoNEepKAIMX KAaTAIM3aTOPOB. AKTUBHOCTh KaTaJIU3aTOPOB CYIIECTBEHHBIM 00pazoM
3aBUCUT OT YCJIOBHUHM UX CUHTE3a, OT COCTaBa COJIEH, UCMOJIB3YIOIIUXCS MPU MPUTOTOBICHUU
[196-200], u ot crioco6a 06pabOTKH, MPEIIECTBYIONIEH BOCCTAHOBIEHUIO METalJIa U3 OK-
cunoB [201; 202]. B nmanHO#N paboTe MCCIeN0BAaHO BIMSHUE COCO0a MPUTOTOBJICHHUS H
npeIBapuTEIbHON 00paboTku mpeamecTBeHHUKOB Co-Al katamm3atopoB Ha CTPYKTYpy U
(da30BbIil cOCTaB MPOMEKYTOUHBIX COEAMHEHHI, 00pa3yIoIUXCs B MPOIlecCe aKTUBALIMH, U

Ha XapaKTEPUCTUKU BOCCTAHOBIIEHHBIX MeTalinyeckux yactun [203].

4.2.1. NocTaHOBKa 3agauu.
B cBs131 ¢ BaXKHOCTBIO BOIIPOCOB O BIUSHUM YCIIOBUM TIPEeABAPUTEIHHOM TEpMOOOpa-

OOTKM MPeNIIeCTBEHHUKOB KaTaM3aTOPOB HA (POPMHUPOBAHHUE YACTHUI] METAIIMIECKOTO KO-
0anbpTa, aKTHUBHBIX B peaknusx cuHTe3a Puimepa-Tpomnina, B HacTosmeH padboTe MpoBeIeHO
CPaBHUTEIBHOE HCCJIEIOBAaHUE TUHAMHUKH (Da30BBIX MPEBPALMICHUH THAPOKCO-HUTPAT-
KapOOHATHBIX MPEIIIECTBEHHUKOB KOOAIbT-aJIOMUHHEBBIX KaTalU3aTOPOB MPH TEPMOOO-
pabotke: 1) B UHEPTHOM cpefie; 2) B cpelie, COCTOSIIEN U3 CMeCH UHEPTHOro Tra3a u 3% o0.
NO. 3a npenBaputenbHO 00pabOTKOM CiIeI0BaI MPOIECC aKTHBAIIUU KaTaTu3aTOPOB B TO-
TOKE YUCTOTO BOJIOPO/Ia IPU PA3IUIHBIX TEMIIEPATYPHBIX PEKUMAX.

Cornacno aBropam [202], npeaBaputenbHas oOpaboTka npekypcopa Co-Al karamm-
3aropa cuHTe3a QPumepa-Tpomnma B WHEPTHOH atMmocdepe, coaepikamiell OKCHIl a30Ta,
JIOJDKHA, B KOHEYHOM HTOTE MPHUBOIUTH K YMEHBIICHUIO pa3Mepa METAUIMYECKUX YaCTHIL
KaTaJn3aTopa IOCIe 3aBEpIICHHUS IMPOIecca BOCCTAHOBJICHHUSA. [1OCKOIBKY yMEHBIICHHE
pa3MepoB YACTHI] H, CIEIOBATEIHHO, YBEIIMUCHHE MOBEPXHOCTH AKTHBHOT'O KOMIIOHEHTA Ka-
TaJIN3aToOpa UMEET MPUHIMITAATIBHOE 3HAUCHHE, eNIbI0 TPOBEACHHOTO MCCIIE0BAaHUS OBLIO
YCTaHOBJICHUE BJIMSIHHUS TPEABAPUTEIHLHON OOpaOOTKM M TEPMUYECKHX PEKUMOB BOCCTa-
HOBJICHHS Ha pa3Mep KOHEUHBIX YaCTHUI] MeTa/lIa. BBIOIHEHNE 3TOTO UCCIIe0BAHUS TPE-
CTaBIIIETCS. BO3MOXKHBIM TOJIBKO MeTOZoM In Situ peHTreHOBCKOHW AU(pPaKIUU B YCIOBUSX,
MaKCUMAaJIbHO MPHOIMKEHHBIX K peabHBIM YCIOBHUSAM MPOBEACHUS aKTHUBAIIMH U BOCCTA-

HOBJICHHA KaTaJIn3aTopa. 4 3 IMMOJIYYCHHBIX I[I/I(l)paKHI/IOHHBIX JaHHBIX MOT'YT OBITH orpeac-
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JeHbl M3MEHEeHHs (Pa30BOro cocraBa KaTalM3aTopa M OLIEHEHBI pa3Mepbl 00JacTeil Kore-
PEHTHOTO paccesHUus BOCCTAHOBJICHHBIX METAJUIMYECKHX 4vactuil. IIpu 3TOM He HOJKHO
OBITh JOMYLIEHO BO3AEHCTBUE OKUCIMTEIBHON Cpelbl Ha MPOJYKT BOCCTAHOBIJIEHMS, I1O-
CKOJIbKY BO3MOXKEH MPOLIECC PEOKUCICHUS YIbTPAAUCIEPCHBIX METATUYECKUX YaCTUIl Me-
TaJjia Jake Mpyu KOMHATHOW Temmeparype. [loaToMy Bech SKCEprMEHT He0OX0IUMO Tpo-
BECTU B BHICOKOTEMIIEPATYpPHOU PEHTIC€HOBCKOM KaMepe-peakTope 06e3 n3BieueHus: oopasia

Ha BO3IYX.

4.2.2. O6pa3uybl ANa nccnegoBaHUs.
B paGote Obutn mcciienoBaHbl TpU 00pas3iia, CHHTE3WPOBAHHBIE B Pa3HBIX YCIOBUSX.

O6paszen Nel Ob11 ostydeH coocaxkaeHueM katTioHoB Co u Al U3 pacTBOPOB a30THOKHCIIBIX
cojeil pactBopoM cojibl. CocTaBbl MCXOAHBIX PEareéHTOB ObUIM BBIOPAHBI TaKUM 00pa3oMm,
9TOOBI 00ECTICUUTh B OCAKICHHOM MPOIYKTE cOoOoTHOIIeHHE KaTHOHOB Co:Al=1:1. O6pa3isl
Ne2 u Ne3 ObLM OJTy4EHBI OCAKIEHUEM U3 PACTBOPA a30THOKUCIIOrO KOOAIbTA B YCIOBUSX
ruaposn3a MoueBuHbl Ha O- u Y-Al,O;. KonmdectBo BBOAMMOro xobambra 15.9% Bec u

19.9% Bec nnst o6pa3oB Ne2 u Ne3, COOTBETCTBEHHO.

4.2.3. JKCNEepUMEHT.
JluHamMuka  u3MeHeHus  (a3o0BOr0  cOCTaBa W CTPYKTYpPHl  COEIMHEHHI-

npenmecTBeHHNKOB Co-Al Katanu3aTopoB B mporeccax TEPMUYECKON 00pabOTKH U Toce-
JYIOIIel aKTHBAIMKM HCCIIEJOBaHa C MOMOIIBIO Pa3IMYHBIX (GU3UKO-XUMUUYECKUX METOOB,
B TOM YHCIIe PEHTIe€HOBCKOH audpakuuu In Situ ¢ ucmonbp30BaHUEM CHHXPOTPOHHOTO H3-
aydyenus. g npoBeaeHUs AUPPAKIIMOHHOTO SKCIIEPUMEHTa 00pa3iibl MOMEIIAN B PEHTIe-
HOBCKYIO BBICOKOTEMIIEPATYPHYIO KaMepPy-peakTop, BKIIOYAIH MOTOK Ta30BOM CMECH, TPO-
U3BOJMJIM HArpeB U B IPOLIECCE HAarpeBa PEerucTpUpOBAlId PEHTTeHOrpaMMbl. J[is mpenBa-
pUTEIbHON 00paboTKH 00pa3oB B KaMepy HAIPaBISIIN B OJHOM Cllydae MHEPTHBIN Ta3, B
JIPYToM ciiydae cMech MHepTHOTO raza u 3% 00 NO. CkopocTh MogbpemMa TeMIepaTyphl B
mpolriecce mpeaBapuTeIbHON 00pabOTKH BapbUpoBasiach B npenenax 3-5°C/MUH, CKOPOCTh
nojauu razoBor cMmecu cocrasisuia 1.0-1.5 mn/cek. [lanee, nocne npeaBapuTenbHOil oOpa-
6oTku ¢ HarpeBoM 110 250°C U mocIeayI0IIero OXIaKAeHUS TPOU3BOIMIN BOCCTAHOBIICHHE
B MOTOKE YHCTOrO BOJOpoJa co ckopocThio 1.0-1.5 mu/cex mpu HaArpeBe CO CKOPOCTHIO

2°C/MUH 0 pa3IUYHbIX TEMIIEPATYP.
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Hns o6pasma Ne3 ((Co,Al)/ y-Al,O3) ObUTH BBITIOTHEHBI 3KCIIEPUMEHTBI ¢ OCOOBIM
pEKUMOM TOBBIIIEHUST TeMIiepaTypbl. HarpeB o0pasia B mporecce akTUBaLUMKM MPOBOIUIN
cO cKopocThio He Oosee 2°C/MUH, BOCCTAHOBJIEHUE B ITOTOKE YMCTOrO BOJOPO/A MIPOUCXO-
IO TIpu cKopocTu HarpeBa 1°C/MUH € BBIIEPKKOW B HM30TEPMHUYECKHX YCIOBHSX MpPU
500°C u 580°C B Teuenue 30 MUHYT.

PentrenorpamMmbsl (UKCHUpPOBAIM OJHOKOOPJIWHATHBIM PEHTTEHOBCKUM JETEKTOPOM
O1-3M-350 B nuamazone yrioB 20~28-60° ¢ quckperHocThIO 110 yrity ~0.01° u BpeMeHem

HakoruieHus 1 MuH/Kajp.

4.2.4. O6cyxneHune pe3ynbTaToB.
Ha Bcex pentreHorpammax oOpasliOB B HCXOJHOM COCTOSIHUM OTYETIMBO BHUJIHBI

pedreKchl, XxapaKTepHbIe 171 CTPYKTYphI TUApoTanbkuTa. B mporecce Tepmuueckoii oopa-
OO0TKM MIpEKypcopa B UHEPTHOM cpejie HaOI01aeTcsl MOSIBIIEHHUE MPOIYKTOB TEPMOpPa3IoxKe-
HUSl TUJIPOKCO-HUTpPAT-KapOOHaTa KOOANbTa-aIIlOMUHUS 10 HUTpaAT-KapOoHATa M 3aTeM 0
OKCHJIa CO CTPYKTYpO#l KoOanbT-amtoMuHHUEBOW mmmuHenu. B cpeae Ar+3% NO yxe npu
HU3KkUX Temneparypax ~50°C mpoucxoauT cMmellleHrne peQieKCoB B CTOPOHY MEHBIIUX YT-
JIOB, BBI3BAHHOE, MO-BUAMMOMY, BHeApeHrueM NO B CIOUCTYIO CTPYKTYPY TMAPOTAIBKHUTA.
Jlanee, kak ¥ B IPEIBIAYIIEM CiIy4ae, Yepe3 HUTpaT-KapOOHATHYIO (a3zy MpeKypcop pacma-
naeTcst 10 okcuaa kobanbTa-amoMunusd. Ha Puc.51 mokasansl peHTreHOrpaMMbl, MOTyYeH-
HBIC B Iporiecce akTuBanuu oopasia Ne2 B mHEpTHOM aTMocdepe (a) u B mporiecce BocCcTa-
HOBJICHHS B YUCTOM Bozopoje (0), a Ha Puc.52 npuBeneHbl peHTI€HOIPaMMBbI TOTO ke 00-
pasua npu 0opadotke B cpenie Ar+3% NO u mocnenyronemM BOCCTAHOBICHUH.

CrnenyeT OTMETUTh, YTO XapaKTepHbIe TEMIEPaTyphl nepexoja u3 (aspl CO CTPYKTY-
poil ruapoTagbkuTa B (pa3zy TUIA LIMUHEIH 3aBUCAT OT crocoba mnpeaBapuTeabHoi o0Opa-
0otku u nexat B uHTepBaie 180-200°C mist oOpa3ioB, aKTHBUPOBAHHBIX B MHEPTHOMU Cpe-
ne, u 220-250°C mns oO6pas3iioB, aKTUBUPOBAHHBIX B CMeCH WHEpPTHOTO raza u 3% NO
(Puc.53). Ananorudnas 3amepkka B TemIieparype HaOIltoaeTcs Ha TepMoTrpaMMax COOT-
BETCTBYIOLIMX 00pa3IIoB.

BoccranoBiieHre B BOJIOpOE OKCHIHOTO MPEANIECTBEHHUKA MMPUBOIUT K 00pa3oBa-
HUIO YacTHUIl METAJUIMYECKOTO KOOanbTa uepe3 MpOMexyTodHoe oOpa3zoBaHue ¢asbl KO-
o6anp1(Il)-amomunueBoro okcuaa. [Ipu sTtom Temneparypa BoccranoBienus (Co-Al);O4 10
(Co-ADO B cyuae obpasma Nel cocrarmsuia ~290-305°C, miis npyrux oOpasioB HE Tpe-

Bbiana 260-270°C. BoccTaHoBlIeHHE OKCHAA A0 METajia MPOUCXOAWIO B IMANIa30HE TEM
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nepatyp 530-560°C.

PeHTFeHOFpa(l)I/I‘IeCKoe HCCJICAOBAHUC, IMPOBCACHHOC Ha CTAHIUU <<HpeHI/IBI/IOHHa}I

JudpakromeTpusi», BOCIPOU3BOAUT BCE OCHOBHBIE ITAIBI IPUTOTOBIICHUS U AaKTUBAIH Ka-

TaJn3aTopa, UCKIIK0Yasd CTAAUI0 OCAXKICHUA U3 PACTBOPOB U COOCTBEHHO peaKunuu CDI/IH_Iepa—

Tpormma. B nmanHoMm ciydae TpeOOBaJIOCh MOMYYHTh YACTUIBI METAIIMYECKOTO KOOanbTa
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Yron audpakuum 20, rpag

Puc.51. Penmeenoepammuor antomo-
K0banvbmogoeo kamanuzamopa (obpasey
Ne2) 6 npoyecce axmusayuu 6 uHepmMHOU
ammoceghepe (a) u occmanognenus 8 8000-

pooe (6).

WU KOOQJIbT-aJIIOMUHUEBOTO CIJIaBa pa3Me-
poM He Oosiee 7 HM ISl OOecTiedeHns BBICO-
KOW yJIeJIbHOM MOBEPXHOCTH aKTUBHOT'O KOM-
MOHEHTa Karajnu3aTtopa. Ha momydeHHOU ce-
pUU PEHTTEHOTPaMM BHJIHO W3MEHEHHE (Qa-
30BOr'0 COCTaBa MPEKypcopa B Ipoliecce Ha-
rpeBa g0 250°C B wmHepTHOW aTtMocdepe u
MOCJIEYIOIIETO BOCCTAHOBJICHUSI B aTMOChe-
p€ YKUCTOro BOAOpOAA MPHU POCTE TeMIeparTy-
pel oT koMHaTHOU A0 650°C. HaGmromaroTcs
MPOMEXYTOUHBIE (Da3bl OKCHIOB KoOajabTa-
amromuausg (Al)Cos04 m CoO, a Takke KO-
HEYHOE METAJUIMYECKOE COCTOSHHE HaHOYa-
cTul] koOanbTa-amoMuaus. OTMEYEHO TpH-
CYyTCTBHE TEKCaroHaJbHOW (ha3pl MeTaia B
MPOAYKTaX BOCCTAHOBJIICHUSI BO BCEX Cilyya-
X, HO Jis oOpaszna Ne2 KOJIMYECTBO STOM
(ha3wl MeHbIIIe, yeM 11 00pas3noB Nel u Ne3.

B cinydae mennenHoro HarpeBa 00-
pasua co ckopocthio 2°C/MUH B XOJI€ aKTH-
Baluu 00pa3oBaHME MacCHBHON (pa3bl HHT-
paT-kKapOoHaTa He Hab01am0Cch. Bo3MoXkHO,

B OTOM CJIy4ae PasliOKEeHHE IPEKypcopa co

CTPYKTYPOH THAPOTAIBKUTA COMPOBOXKIAETCS IUCIIEPTUPOBaHUEM 00paslia 10 peHTreHoa-

MOp(l)HOl"O coCTOsiHUS. B oTimume ot CJIydacB € OTHOCHUTCIIBHO 6bICTpBIM Harp€Bom O6p33—

110B, peduekcol daszwr okcuna (Co-Al);O4 OTUETINBO HAYMHAIOT MPOSBISATHCS TOJIBKO MOCIIE

12-15 MUHYT BBIIEP)KMUBaHMS 00Pa3IOB B H30TepMUYeCKUX ycioBusax mpu 270°C.

125



(Co-A),0,

R

X2

(

T
Il
>>>>\,§g
i

N A 'm
S N J"‘““""“:’ e
35 40 45 50 55 60

Yron andpakumm 20, rpag

a)
Co-Al(111)
Co0 “})\f‘ Co-Al(200)
Y SN\ 0-
Vo 3 7 W
25 SEZOANR
= o =
3 «‘f“"ﬁl‘ W =
= >
- =
R SN AN,
\;‘;{W
35 40 45 50 55 60
Yron audpakumun 20, rpag,
0)
Puc.52. Penmeenoepammeor anromMo-
Kobanvmosoeo  kamaauzamopa (obpazey

No2) 6 npoyecce axmusayuu 6 cpede Ar+3%
NO (a) u soccmanosnenus ¢ 6o0opooe (6).

Boccranosnenne (Co-Al);O, 1o
(Co-Al)O B cnyuyae MENJICHHOTO Harpena
co ckopocTbio 1°C/MUH, KaK U B MPEbIAY-
IMX CIydasX, HAYMHAJIOCh MPU TeMIIepa-
Type 260-265°C 1 npoucxoauiio B TE€YEHHUE
HeCKoJbkuX MUHYT. [losiBnenue pediexcon
MeTaia (UKCHPOBAIOCH YK€ MPHU TeMIle-
parypax ~490°C, nanee mporiecc BOCCTa-
HOBJICHUSI TPOJOJDKAICS B HU30TEpMHUYE-
ckoMm pexume npu 500°C. Ilocne BblIEp-
»kuBaHus npu temneparype 5S80°C B Teue-
Hue 30 MUHYT MPOU3BOJWIN AAJIbHEHIIHNI
Harpes 10 700°C, nmociie 4ero npoiecc Boc-
CTAHOBJICHUS 3aBEPIINIICS.

N3 paHHBIX pPEHTIEHOBCKOM JU-
dbpakuuu ObUTH CIeTIaHbl OIEHKH pa3MEPOB
obnacrelr korepeHTHOro paccesinusa (OKP)
YJaCTHII Ha BCEX dTamnax aKTUBAllMM M BOC-
CTAHOBJICHUSI KaTalu3aTopoB. Pe3ynbTaThbl
OIICHOK, TpuBeeHHbIe B Tabnuie 8, moka-
3BIBAIOT, YTO B CIIy4asiX CPaBHUTEIIHHO ObI-
CTpPOro HarpeBa oOpasIOB MpPH aKTHUBAIUU
1 BoccTaHoBJieHnH 3HaueHus OKP mis 00-
pasloB, HE MOABEPraBIIMXCS AKTUBAIUU B
cpene, couepkalied OKCHI a30Ta, OKasa-

JUCh MEHBIIIE 3HAYEHUH /i1 00pa3IoB, aK-

tuBUpoBaHHbIX B cpeae NO. B ciyyae meninenHoro Harpesa pazmepsl OKP st 06pasios,

MO/BEPraBIINXCS U HE MOJBEPraBUINXCSl aKTUBAIIMU B cpefie, coaepxkaiieid NO, copnagaiu

B IIpCACIaX OLCHUBACMBIX HOFpGHIHOCT@fI. Takum O6p330M, MOXHO 3aKJIIOYUTb, YTO IIPCA-

BapuTelibHasg 00paboTKa MPEKypCOpPOB B PA3MUHBIX Cpelax cliabo BIMSIET Ha KOHEYHbIE

pazMepsl OKP metannuyeckux yacTull Karaauzaropa. HanpoTus, pexXuM MOBBIILIEHUS TEM-

Meparypsl 1IIpu akKTUBAIIUHU U BOCCTAHOBJICHHH KaTAJIU3aTOPOB B IIOTOKC BOAOpOAa HUIPACT

MNPUHOHUITMAIIBHYTO POJIb B MMOJIYUYCHUH BBICOKOJUCIICPCHBIX YaCTUIL] MCTAJlJIaA.
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Puc.53. Junamuxa usmenenus cooeporcanus 6 oopasyax gaszvl co cmpyKmypou cuopomas-
KUma 6 npoyecce akmueayuu 8 cpeoe UHepmHo2o 2a3a u 6 cmecu «unepmuulil 2a3z+3% NO».

HeobxonmuMo mpuHUMATh BO BHUMAaHUE, OJHAKO, TOT (pakT, uro mousTtue «OKP» B
JTAHHOM CJly4ae HOCUT HECKOJIbKO YCIOBHBIM XapakTep, T.K. 3Ta BEJIUUYUHA ONpeeseTcs U3
MUPUHBI TU(OPAKIUOHHBIX JIMHAA, a B MIMPUHY JTUHUM BHOCHUT BKJIAJl HE TOJBKO pasMep
OKP, HO U nedeKTHOCTh CTPYKTYpHhl. i eTaabHOro aHaiu3a BKJIAJ0B Pa3MEPHOTo 3¢-
dekTa u neeKTHOCTH TPeOYIOTCS 3HaUYCHHsI IHUPUH PedIEKCOB B OOJBIIOM YIJIOBOM JIHa-
nMa3oHe PEHTreHorpaMMbl. [IOCKONIBKY YIJIOBOW NWAaIa3oH PErducTpalldd  OIPeaeIseTcs
BXOJHBIM OKHOM JI€TEKTOpa, OLIEHKH orpaHuyeHbl peduekcamu 111 m 200 kyOuueckoit
cTpykTypsl U pedaexcamu 100, 002 u 101 rekcaronansHO# ¢a3bl kobanbTa. [losTOMy on-
peaenuts abcomtoTHbie 3aHueHuss OKP He mpencraBisieTcsi BO3MOXKHBIM, HO CPaBHHUTEIb-

HBIC OOCHKHU IJIA 06pa3u03, HaxoJsAMuxCAa B aHAJIOTUYIHBIX YCIIOBUAX, BIIOJIHC JIOITYCTUMBI.
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Taobnuya 8. Pasmepvr OKP (Hm) uacmuy 6 00pasyax Ha pasHulx 5manax akmueayuu u 0c-
cmanosnenusi Co-Al kamanuzamopos cunmesza Puuwiepa-Tponwa.

Nel Ne2 Ne3 Ne3, MeIeHHBII
Harpes

AxtuBamus | Unept | 3% NO | Uuept | 3% NO | Uuepr | 3% NO | Unepr | 3% NO
HcxonHblit 10,4 10,3 28,9 28,9 25,3 28,9 27,4 28,1
AKTHUBHUD. — — 3,5 — 2,0 — 2.4 2,2
(Co-Al);04 1,2 4,2 3,2 4,5 34 4,8 29 3,8
(Co-AlO 29 4,0 34 4,5 3,9 4,5 4,0 4.4
Co-Al 10,1 16,6 8.4 10,6 11,2 16,9 7,8 8,4

PaGota BbINOJIHEHA COBMECTHO C COTpyAHUKamu JlabopaTopuu KaTaJIUTUYECKUX
npeBpanieHuil okcunoB yriepoga Mucruryra xaranuza CO PAH B.H.c. A.Xx.H. XacuHbIM

A.A. u H.Cc. K.X.H. CuMmenuosou ..

3akntoyeHue k Nnase 4

[IpoBeneHHbIE paHEe TEPMOAWHAMHYECKHE HCCIEIOBAHUS TPOLECCOB COPOIHHU-
necopOIuy aMMUaka Ha KOMITIO3UTaX «COJIb B TIOPHCTOM MaTpHIle» MOKa3aan oOpa3oBaHHE
aMMHAYHBIX KOMIUIEKCOB IPU Pa3IMYHBbIX TeMIepaTypax U AaBlIeHUSX. B mpenctaBneHHOI
paboTe yYCTaHOBJIEHO COOTBETCTBUE TEPMOJAWHAMHYECKHUX TapaMETPOB KOMIIO3UTOB H
CTPYKTYPHBIX U3MEHEHHH, BBI3BAaHHBIX COPOLIMOHHBIME TporieccamMu. PeHTrenorpaduaecku
3apeructpupoBana (aza komruiekca CaCl,-4NH;, koTopyro yaanoch CTaOMIN3UpOBATh MPH
OTIpe/IeJICHHOM JaBiieHuu copOtuBa. Ompenenena crpykrypa komiuiekca BaCly-8NH;, xo-
TOPBIN CYIIECTBYET MpPH AABICHUAX CBbIE 5 Oap. OTMedeH pocT o0nacTeld KOrepeHTHOTO
paccesiHusl 4aCTHUI] COJH TOCIIe IUKIA COPOIMH-AeCOPOIIUH, YTO CBUIACTEIBCTBYET O BIIHS-
HHUH COPOIIMOHHBIX MPOIIECCOB Ha CTETNIEHD YIMOPSAA0YEHHOCTH COpOEHTA.

OKCIIEPUMEHT C BOCCTAHOBIIEHHEM METAINIMYECKOTO KOOalbTa W3 COEIWHEHHIM-
NpEeIIeCTBEHHUKOB Katanu3aropa cuHre3a Dumepa-Tpomma mpoaeMOHCTPUPOBAT BO3-
MOXHOCTh JUAarHOCTHKHM COCTOSHHMS KaTalu3aTopa Ha BCEX JTalax ero CHHTe3a M aKTHBa-
UM, WCKJII0Yas MPOIECC MPHUTOTOBJICHUS MPEIIIECTBEHHUKA M COOCTBEHHO CaM CHHTE3
@umepa-Tpomma. VccaenoBanus mokasaiyl MPUHIHUIHAAIBHYIO POJIb CKOPOCTH IMOABEMA

TEMIIEPATYPHI B IIOJIY4YEHUH HAHOPA3MEPHBIX YACTHUL] METAIIIMYECKOT0 KOOaIbTa.
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Beoicokas komummanust CH B BepTHKaIbHON IJIOCKOCTH, CIIEKTPAJIbHBII COCTAaB U3ITy-
YEHUs1 U ero HHTEHCUBHOCTh OOYCIIOBIWIIM YCIIEIIHOE NPOBEACHUE NU(PPAKIUOHHBIX HKCIIE-
PUMEHTOB C pa3pelieHUEM II0 BpeMeHH. Vcrnonb30BaHME CPaBHUTEIBHO MATKOW JHEPIUHU
U3Iy4deHus, ~7.2 k3B, no3BoaniIo noayuuTs AudpaKMOHHbIE KAPTUHBI C HOBBIIIEHHBIM YT-
JIOBBIM pa3pelieHHEM C IMOMOIIBI0 OJHOKOOPAMHATHOIO PEHTIeHOBCKOro aerekropa. C
IPUMEHEHHEM BBICOKOTEMIIEpATYPHON KaMepbl-peakTopa ObLIM BBIIOJIHEHbI UCCIIEI0BAHUS
NOBEAECHUS 00pa3LOB B PA3NIMUYHBIX a30BBIX CPEAAX IPHU U3MEHEHUU TEMIIEPATyphbl U JaB-
nenus. Cineayer OTMETUTh, YTO IIPOBEIEHUE JUIMTEIBHBIX 3KCIIEPUMEHTOB C MEIJICHHBIMU
WU3MEHEHHUSAMM TEMIIEpaTyphl ABIIAETCS HEXapakKTepHbIM i ucnosb3oBanus CU. OnpnHaxo
9TU DKCIIEPUMEHTBI CBUETEIBCTBYIOT O BO3MOKHOCTH BOCIIPOM3BEIEHUS B PEaJIbHOM Bpe-
MEHH BCeX 0COOEHHOCTEN KaKoro-iaudo TEXHOJIOTMYECKOIro MPOLEecca, CBA3aHHOTO C CUHTe-
30M, aKTHBAIMEeH W HETIOCPEACTBEHHOW pab0TO (PYyHKIMOHAIFHOTO MaTepHala B YCIOBHUSIX

PEaKIIMOHHOM CPEIbI.
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I'JIABA 5. PE3YJIbTATHI KOMIIJIEKCHBIX JTU®PAKIIMOHHBIX UCCJIEO-
BAHUM

B 38.KJHO‘H/IT6J'IBHOI71 TJIaBC HpeZ[CTaBJIeHBI pGSYJ'IBTaTLI I/ICCJICL[OB&HI/Iﬁ, BBITITOJIHCH-
HBIX C HUCIIOJIB30BAHUCM BCCI'O KOMIUICKCA 3KCIICPUMCHTAJIbBHOI'O O60pyIlOBaHI/I}I H IIpUME-
HCHUCM pa3J'II/I‘IHI:.IX I[I/I(i)paKLII/IOHHLIX MECTOOUK. BI:.IHOJIHCHI/IC O9TUX U aHAJIOTHUYHBIX pa60T
Ha J1a00paTOpHBIX AUPPAKTOMETPax, B CUIIY psJia MPUYUH, HE TIPEACTABIACTCS BO3MOKHBIM
B HpI/IHI_II/Il'Ie, HOCKOJ’ILKy B 1aHHOM cnyqae KJ'IIO‘IGBYIO pOJIB I/IFpaIOT BCC OCHOBHEIC CBOﬁCT-
Ba CI/I — BBICOKAass MHTCHCHUBHOCTb, €CTCCTBCHHAA KOJUIMMALUsa U CHeKTpaHBHBIﬁ CoCTaB

nyuyka CH.

5.1. ®a30BbIN COCTaB U CTPYKTYPHbIe NpeBpalleHusi B kKepaMuKkax Ha OCHOBe
KO6anbTUTOB CTPOHLUMUSA NMPU Harpese B pa3finyHbIX YCNOBUAX

B coBpeMEHHBIX TEXHOJOTMYECKUX MPOLECCAX SHEPreTUKHU, XUMUUECKON IPOMBIII-
JICHHOCTH, B MEJMIIMHE, MAIIMHOCTPOCHUH U JPYTHX OOJACTIX Y9acTo TpeOyeTcsl mpuMeHe-
HUE YHUCTOro Kucjopona. Haubonee pacmpocTpaHEeHHBIMU CIIOCOOAMM €rO MOJYYEHHS B
OOJBIINX KOJMYECTBAX SIBISIOTCS KPUOTEHHBIM, OCHOBAHHBIN Ha KOHJAEHCALUU aTMocdep-
HOTO BO3JlyXa C MOCTEAYIONIMM OTAEICHHEM a30Ta, aJCOPOIMOHHBINA, NCHIOIB3YIOMUN Ce-
JIEKTUBHYIO aJCOPOIMIO KUCIOpOAa Ha TBEPAOM afcopOeHTe, U MeMOpaHHbIH, 0a3upyro-
LIMICS HA Pa3HULIE CKOPOCTEH NMMPOHUKHOBEHUS KOMIIOHEHTOB Ira30BOM CMECH 4epe3 marte-
puan meMOpanbl. Kaxaplii 13 cioco60B MMeEeT CBOM MpeuMyIecTBa U HenocTatku. Kpuo-
reHHasi TEXHOJIOrusl 00J1a1aeT BBICOKOW MPOU3BOUTENBHOCTBIO, TIO3BOJISIET NOJIy4aTh IpO-
JYKT BBICOKOW CTEMEHU YUCTOThI, HO TpeOyeT 3HAYUTENbHBIX DHEPro3aTpar, aJacopOIHOH-
HBIM 1 MEMOpaHHBII METOABI MPOCTHI B PeaIU3allK, YCTAHOBKM KOMITAKTHBI U YKOHOMUY-
HBI, HO HE 00ECTIEUMBAIOT JIOCTATOYHON YHCTOTHI MpoaykTa. [loaromy 3amaya moucka ajb-
TEPHATUBHBIX NYTEH MOJy4EHUSI YUCTOIO KUCIOPOJa NMPEACTABISAETCS, HECOMHEHHO, aKTy-
anbHOU. B 3TOM cBsI3M MaTepuaibl, 00J1a1a0lMe CBOMCTBOM CEIEKTUBHOM MO KUCIOPOIY
HMOHHOM, a TaK)K€ CMEIIAHHOM 3JEKTPOHHO-MOHHON MPOBOAMMOCTH, UMEIOT HAMOOJbIINE
MIEPCIIEKTUBBI IIUPOKOTO IPUMEHECHHUS.

B umncnie npoynx npeTeHAEHTOB Ha WCIIOJIb30BaHUE B KAYECTBE KHUCIOPOIHBIX MPO-
BOJHUKOB PacCMaTPUBAIOTCS MaTEpHaJIbl CO CTPYKTYpOMl mepoBckuTa. OKCUIBI CO CTPYK-
Typoil IEPOBCKUTA NPEICTABISAIOT COOON MIMPOKUI KIIACC COEAMHEHMM C O0IIel Xumuue-
ckoii popmynoit ABO;, rae A — 1me109HO-3eMeIbHBIN WIIN PeIKO3eMeIbHBIN deMeHT, B —

nepexoaubii Metat (Puc.54). [lepoBcKkuTOMOI00HBIE OKCUABI IEMOHCTPUPYIOT Pa3HOO0-

130



pa3ue MHTEPECHBIX M MPUBJICKATEIbHBIX CBOMCTB, CPEU KOTOPHIX (heppOMarHeTHs3M, Cer-
HETO- U IMbE303JIEKTPUYECTBO, BHICOKOTEMIIEPATYPHAsI CBEPXIIPOBOIUMOCTbD, KOJIOCCATbHOE
MarHeTOCONPOTUBIIEHHUE, U B TOM YUCJIE CMEIIaHHasl AIEKTPOHHO-UOHHAs IPOBOAUMOCTh. B
OCHOBE CTPYKTYpPBhI IEPOBCKUTONMOAOOHBIX OKCUIOB JICKHUT IJIOTHAS yrnakoBka ciioeB AQO;,
B KOTOPOM OKTa’ApUYECKUE MYCTOTHI MOJHOCTHIO UM YACTUYHO 3aIlOJIHEHbI KaTHOHaMu B
[204]. MHorooOpa3ue ymnakoBOK CJIO€B, HEM30BAJICHTHBIE 3aMEIICHUS] KaTUOHOB B 00€UX
NO3ULUAX, HAPYIIEHUE CTEXMOMETPUH MO KHCIOPOAY 0OECIEeUnBalOT BOSHUKHOBEHUE 1IU-
POKOTO CHEKTpa CTPYKTYpP, POJACTBEHHBIX HUJEATbHOMY KyOMYECKOMY MEPOBCKUTY, U 00Y-
CJIaBJIMBAIOT 00OraTcTBO (PU3MUECKUX U XMMHUYECKHX CBOMCTB MaTEpHUAaJIOB.

CrpykTypa nepoBCKUTa yCTOMYMBa K 3ame-
LICHUIO KaTUOHOB B MO3uLKAX A u B karnoHamu c
OTJIMYAIOIIMMUCS HMOHHBIMU pajguycamu. HipkHue
npeJiebl HOHHBIX PaJInlyCcoB, MPU KOTOPBIX 00pa3y-
eTcsi KyOuueckas CTPYKTypa, OrpaHU4YEHbl 3Haye-

HusiMH R,>0.09 M, Rg>0.051 M [205]. Ctabuns-

HOCTb CUCTCMBbI IIpU TOM HJIM MHOM 3aMCIIICHUU OII-

peemsieTcsl SKCIEPUMEHTAILHO, HO TPEIBAPUTEIb-
Puc.54. dnemenmapnas saueiixa
NepoBCKUMA C B03MONCHOU 6a-
KAHMHOU AHUOHHOU NO3UYUELL.

HOE MPEJICTABICHUE O CTPYKTYPE MOYKHO BBIBECTH
U3 TEOMETPUYECKHX coobpaxenuid. OOmacTh cra-
OUJILHOCTH CTPYKTYpBI NMEPOBCKUTA MPHUHATO XapaKTEPU30BaTh TaK HA3bIBAEMBIM moJe-
panc-gpakmopom I onvowmuoma t [205; 206]:
R,+R
t:—\/z(;o'i'(;s)’ (5.1.1)

rae R,, Rz — noHHBIE pagnychl KaTHOHOB A U B, Ry — HOHHBIN paauyc kuciopoaa. B uae-
aNbHOU CTPYKType nepoBckuta R =Ry, nonsl A u O, O u O kacaroTcs Apyr Apyra B cjioe
AQj3, Ipy 3TOM KaTHOHBI B B TOUHOCTH COOTBETCTBYIOT pa3Mepy OKTa’APUUYECKUX MYCTOT,
Rp=0.41R,; B aTOM ciyuae t=1. [Ipu R,>R, KUCIOpOJIHbIE AaHUOHBI OKA3bIBAKOTCS Pa3JIBU-
HYTBIMH, Pa3Mepbl OKTA3JIPUUYECKUX MYCTOT YBEIUYMBAIOTCA, TaK YTO TyJa MOTYT IOMEC-
TUTHCSI KaTUOHBI B ¢ moHHbIM paanycom Rp>0.41R,. Ilpu R4<R, KaTHOHBI A CTaHOBSTCA
MEHbIIIEe, YeM MOJIOCTh C 12-KpaTHOW KOOpJMHALMEN MO KUCIOPOIYy, MO3TOMY MHapaMerp
AIIEMEHTApHOU SYeKU OyIeT OmpenesThCs paauycoM KaTuoHa B, TouHee, BeIMYMHOM

2(Rp+Rp). BenenctBue atoro pasmepsl 12- u 6-KOOpAMHUPOBAHHBIX MO KUCIOPOAY MO3H-

131



[MIA B3aUMHO OIPEAEIICHBI, U PEaTU3yeTCs BOCIPUUMYUBOCTH CTPYKTYPhI IEPOBCKUTA K Ka-
TUOHAM pa3InuHbIX pazmepos [207].

[Tpenensr 06IaCTH TOMOTEHHOCTH OT'PAHUYEHBI, U MIEPOBCKUTHASL CTPYKTypa GOpMHU-
pyetcs nipu 0.8<t<1. YMeHbIlIeHHE paguyca KaTHOHa A U pOCT paauyca katuoHa B npuso-
JTUT K 00pa30BaHUIO MyCTOTO MPOCTPAHCTBA MEXAY KHCIOPOJOM M KaTHOHOM A, 4TO BIe-
4eT 32 COO0M MOBOPOT KUCIOPOIHBIX OKTadAPOB BEPIIMHAMH K IIeHTPY Kyba (Puc.55) u mo-

HUKCHHE CHMMETPHUH JI0 POMOUIECKOM.

Puc.55. Pombuueckoe uckasicenue 6 pe3yiomame usMeHeHUss UOHHbIX pAoUyco8 KamuoHOo8.

C TOYKH 3peHUS] KUCIOPOIHOMN MPOBOIUMOCTH ITEPOBCKUTOMOJOOHBIX OKCUIOB HaU-
OOJBIINK WHTEpPEC MPEACTaBIsIET KyOumdeckas (GopmMa MEepoBCKHTA, UMEIOIIAs dJIeMEHTap-
HYIO SIUeiiKy ¢ IPOCTPAHCTBEHHOM Ipynmoil Fm3m , OCKOIbKY UMEHHO OHA SBJISIETCS HaU-
6osee OIAronpUsATHON 71 IPUMEHEHHS B CMEIIAHHBIX 3JIEKTPOHHO-UOHHBIX POBOJAHHUKAX.
[Tpu BO3IEHCTBUN BBICOKMX TEMIIEPATYP M HU3KUX MApIUAIbHBIX JABICHUN KUCIOPOaa KY-
Oudeckasi CTpyKTypa MEpOBCKUTAa MOXET MpereprneBaTh AedopMalii U NOHMKEHUE CUM-
METPHH, YTO BEJET K YXYAIIECHUIO TPAHCTIOPTHBIX CBOMCTB. [loaToMy dhopmupoBanue Kyou-
YECKOW CTPYKTYpPHI U 00eCleueHne €€ CTaOMIbHOCTH K BO3JICHCTBUAM BHEITHUX (PAKTOPOB
SBIIIETCS OJTHOM M3 KIIFOUEBBIX MPOOJIEM MPU MCIIOJIb30BAHUM MEPOBCKUTONOJOOHBIX OKCH-
JIOB B KA4eCTBE (PYHKIIMOHAILHBIX MaTEPHAIIOB.

[TomumoO orpaHHyYeHHU, HAKIAJbIBAEMbIX Ha B3aUMOCBS3b MOHHBIX PAJAMYCOB [T
dbopMUpOBaHUS CTPYKTYPHI TEPOBCKUTA HEOOXOIUMO COOJIOJCHUE 3apsIOBOTO OaiaHca,
T.€. CyMMa 3aps0B KaTHOHOB B CTPYKTYpE JOJKHA PABHATHCS CyMME 3apsI0B aHHOHOB.
Bo3MoxHBI pa3nuuHbie KOMOMHAIIMY CTENIEHEH OKUCIICHUS KATHOHOB, TAKUE KaK A1+B5+O3,

ATB*0;, A*B**0;. Yactuunoe 3amelnenne KaTHoHOB A W/wiv B 1aeT BO3MOKHOCTB
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(GbopMUPOBaHUS CIOXKHBIX, B TOM YHCIIE H HECTEXUOMETPUIHBIX IO KUCIOPOY CUCTEM, TIPU
COXpaHEHUH CTPYKTYphI nepoBckuTa [208].

CriocoOHOCTh TIEPEXOJIHBIX METaUIOB (KaTHOHOB B) MEHSTh CTENEHb OKHUCIICHUS
o0OecreynBaeT BO3MOXKHOCTh 00Opa3oBaHUA B CTPYKType IMEPOBCKUTA KHCIOPOJ-
Ne(QUIMTHBIX COCTABOB. 3aME€Ha B CTPYKTYpeE A*B*0; TPEXBAJICHTHOIO KaTMOHa A Ha
JIBYXBAJICHTHBIM TPUBENET BCIEIACTBUE COXPAHEHUS AJIEKTPOHEHTPAIbHOCTH K 00pa3oBa-
HUIO Ie(UIITHOTO M0 KHCaopoay coenunerus A* B0, s, B KOTOPOM Kaas miecTast mo-
3ULMS B KUCJIOPOJIHON mojpenieTke OyneT BakaHTHOW. Tem He MeHee, B 3aBUCUMOCTH OT
YCIIOBUN CHHTE3a MOKET MPOU30MTH U3MEHEHUE CTENeHH OKUCICHUS! KaTUOHA, U ACPUIUT
M0 KHCIIOPOY MOXKET OBITh IIOHMKEH.

PocTt kOHLEHTpanuy BakaHCHIl B aHUOHHOM MOJPENIETKE MEPOBCKUTHON CTPYKTYpBI
MOET IPUBOAUTH K UX ynopsiaoueHuto [209] ¢ oOpazoBaHUEM CTPYKTYpP TOMOJIOTHYECKOTO
psana A,B,Os,.1 C LEJTOYUCICHHBIMU 3HAYEHUSIMHU N, B YACTHOCTH, CTPYKTYpbl OpayHMUILIe-
puta. Ctpykrypa Opaynmuiuieputa A,B,Os poJiIcTBEHHA CTPYKType MEPOBCKUTA U COJEP-
JKUT KUCJIOPOJIHBIE BAKAaHCHH Ha KaXXJI0H BTOpOM KpucTtauiorpadgudeckoi miockoctu (0k0),
ynopsigoueHHble B HanpasiaeHuu [101], kak npeacraBiedHo Ha Puc.56. YnopsigoueHue Ku-
CJIIOPOJHBIX BAKAHCUM 3aTPyAHSIET TPAHCIOPT KUCIOPOJA M3-3a BBICOKMX 3aTpaT 3HEPIUH,
HEOOXOJIMMBIX ISl BBIBOJA aTOMa KUCJIOPOJa U3 y3Ja M €ro pacrlojioKeHUs B BaKaHTHOU
HO3ULUH.

Bo3MOXHOCT ~ BapbUpPOBAHUS
KaTHOHHOTO COCTaBa C Y4eToM (akTopa
TOJIEPAHTHOCTH ¢ U C COOJIIOJIEHUEM 3a-
psnoBoro OanaHca IMO3BOJSET MyTEM
U30MOpP(HOTO 3aMelIeHus] KaTHOHOB B
no3unuax A u/wiu B HampaBiieHHO pe-
ryJIMpOBaTh T€ UM UHbIE CBOMCTBA Ma-

TCpuala. HpI/IMeHI/ITeHBHO K 3aJJa4€ CC-

napanuy KUCIopoJa U3 aTMOC(EepHOTro

Puc.56. Cpasnenue cmpykmyp nepoeckuma  BO3AyXa IIpH yMCPCHHBIX TCMIICPaTy-

(crnesa) u opaynmuninepuma (cnpasa). pax MaTepuan KHCIOPOA-IPOBOSILIE

M€M6paHBI Ha OCHOBC HCpOBCKI/ITOHOI[O6HBIX OKCHIAOB JOJIDKCH 06HaI[aTB HE TOJIBKO CTa-
OMJIBHOH BO BpEMCHU BBICOKOM KHCJ’IOpOI{HOﬁ IIpOBOAUMOCTBIO, HO U TepMH‘IeCKOﬁ n XH-

MUYECKOW CTaOMIILHOCTBIO, MEXaHUYECKOW TPOYHOCTHI0, YCTOMYMBOCTRIO K TIEpemany mnap-
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UABHBIX JABICHUH KUCIOPOAA, XOPOLIeH 3JEKTPOHHON MPOBOAWMOCTBIO MPHU Paboumx
TeMIepaTypax, a TAaK)Ke COBMECTUMOCTBIO C MaTEPHAJIOM 3JIEKTPOJIUTA B CIIy4ae MUCIOIb30-
BaHMS €r0 B TBEPJIOOKCUJIHBIX TOIUIUBHBIX 3JieMeHTax. K HacTosieMy BpeMeHH MpeaioxKe-
HO MHOTO pa3JMYHBIX COCTABOB, B YHUCJIE KOTOPBIX KEPAMHUKH Ha OCHOBE KOOAIbTHTA
CTPOHLUS.

B yucrom Buge kobOanbtut ctpoHuus SrCoO;s.s CYHIECTBYET B HECKOJIBKUX MOJIU-
MopbHBIX MOAU(UKALKMIX B 3aBUCUMOCTH OT 3HadeHus O [210]. TIpu T<850°C obpasyercs
rekcaroHajabHas Qasza, He obJafaromnast KUCIOPOJHOM MPOBOAMMOCThIO. OJIHAKO 3aMelIeH-
HbIM B KaTUOHHBIX NO3UIMAX A u B marepuan nMmeer COBEpIIEHHO MHBIE CBOWCTBA. [lonu-
pOBaHHBIN kene3oM B mo3uiuu B obpasenr SrCoggFe(,05.5, o0nanarmmuii CTpyKTypoi Ky-
OMYecKoro IepoBCKUTA, IpojaeMoHcTpupoBas npu  850°C  mOTOK  KHcCIOpona
j~3.1 MII-CM >-MHH ' yepe3 MmeMmOpany ToammHoi ~1 MM [211]. bonee Toro, cTpykTypa me-
POBCKHTA M BBICOKAs MPOBOJUMOCTb IO KUCJIOPOJY COXpaHsETCs B IMIMPOKOM HHTEpBaje
temneparyp BIIOTh A0 ~1000°C npu napunaneHbeIX AaBieHUsX kuciopona p(0,)>0.1 0ap
[212]. T1pu noHmxeHuu naBiaeHus: oopasyetcs ¢aza OpayHMUIUIEPUTA, YTO BIEYET 3a CO0Oi
NOTEPI0 KUCIOPOAHON mpoBoxumoctu. Judpakmueit neitrponos In Situ O6buT0 MOKa3aHO
[213], uto mpu maBneHusx kuciaopoaa Hwke 0.1 6ap B obmactu Temmnepatyp 600-650°C co-
CyHIecTBYIOT (ha3bl MEPOBCKUTA U OpayHMuiuiepuTta. [loHMKeHne JaBieHusT KACIOpoAa 110
5-10"* Gap cMemano Temmeparypy obnacti aByxdazsoctr 10 ~790°C. Takum 06pasoM, 10-
MUPOBAHHBIN KeJle30M KOOAJbTUT CTPOHIUS MPEACTABISETCS pPEalbHbIM KaH/IWJATOM Ha
UCIIOJIb30BAHHUE B KAYECTBE KUCIOPO-IIPOBOSLIET0 MaTEpHaa IpH YCIOBUH 00ECIIEUEHUS
€ro CTabMJIbHOCTH B 00JIACTH HU3KHUX MapluaibHBIX AaBieHui kuciopona [214]. Kak u B
IpebIIyIIeM cllydae, MOIU(PHUKAIIUIO CBOMCTB MaTepraia MOKHO OCYIIECTBUTH JTOTHPOBa-
HUEM JIPYTUMU KaTHOHAMU KaK B MO3UIMH B, Tak 1 B mo3uimu A.

3amMenieHne B MO3ULIUU A CTPOHIIUS METAIOM ¢ 00Jiee BHICOKOI BaJIEHTHOCTHIO, Ha-
npumep, La, BeeT k yBenuueHuo $pazoBoil CTaOMILHOCTH, HO OJJHOBPEMEHHO U K MaJICHUIO
KHUCIIOpOoJIHOM mpoBoaumocTH [215]. Ins TBepaoro pactBopa Sry;Lng3Co05.5, roe Ln=La,
Nd, Sm, Gd, xuciopoaHbIii TOTOK yMeHbInajics B nopsake La>Nd>Sm>Gd, uyro cooTBeT-
CTBYET YMEHBILIEHUIO CPEIHEro pajuyca KaTMOHOB. YacThyHas 3aMeHa CTpOHIUS Oapuem
CTAOWITM3UPYET CTPYKTYPY NMEPOBCKUTA U JAKE MOXKET YBEIIMUUThH KHCIOPOIAHBIN ITOTOK, HO
B3aMMO/ICHCTBUE C COJEPKALIUMCS B aTMOC(HEPHOM BO3AYXE YIIIEKUCIBIM T'a30M BbI3bIBAET
oOpa3oBaHue Ha TIOBEPXHOCTH KapOoHaTa Oapwsi, YTO BIIEUYET 3a COOOH MajieHne MPOBOIH-

MoctH [216; 217].
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JlonupoBaHue B MNO3UMLMU B mOHMXkaeT TeMmrepaTypy Iepexoia BaKaHCUOHHO-
YIOPSA0YEHHOM CTPYKTYPHI B HEYMOPSIOUEHHYI0. YUCTBIH KOOAIBTUT CTPOHIIMS MPU HOP-
MaJIbHOW TeMIIepaType He SBISeTCS KyOMYeCKHM, OJHAKO MPETEepIeBaeT Mepexoa B KyOu-
yeckyro a3y ¢ pa3ynopsio4eHHbIMA aHMOHHBbIMU BakaHcusmu nipu T~900°C. 3amenienue
KOOaJIbTa JKEJIE30M B COOTHOIIEHUHU 4:1 BBI3BIBAET CHMIKEHHWE TEMIIEpATyphl Iepexoaa A0
790°C. [lanpHeiiliee NTOHMKEHUE TEMIIEPATYPHI MEPEX0/1a MOXKHO OCYIIECTBUTh JIONIUPOBA-
HUEM B rmo3unmu B katnoHamu ¢ Gojiee BBICOKOUM CTEICHBIO OKHCIIEHUs. B pesynbTaTe mmo-
JIy4EHHBIN TBEPIBIA PACTBOP MOXKET HE JOCTHYb JeduuuTa mo kuciopoxy 0=0.5, u Kyou-
geckast paza MOXKET OBITh COXpaHEHa.

YactuuHoe 3amenienue B ¢peppute ctpoHius SrFeO; g xxene3a HIOOMEM, KATHOHOM B
CTETIeHU OKUCICeHHS S+, yxke mpu goie 3amemenus (.1 BemeT k 00pa3oBaHUI0 KyOHMUYECKOM
(dopMBI TTEPOBCKHTA, KOTOPAsi COXpAHSIETCS MPU NOHWKEHUH TEMIEPaTyphl 10 KOMHATHOU
[218]. Bonee BbICOKHE [10JIM 3aMeIllEHUsI 00ECTIEUNBAIOT CTA0OMIBHOCTh CTPYKTYPHI JaXKe B
BOoccTaHoBHUTENBHOU atMochepe nipu 750°C. Takum 006pa3oM, 3aMelIeHre B MO3UIIAHA B BbI-
cokoBaneHTHBIME KaTHoHamMu (Nb™*, Mo® u zp.) cTaGHmmsupyer KyGHUECKYIO CTPYKTYDY
NEPOBCKUTA B IIMPOKOM JUaNa30HE TEMIEpaTyp U NapUuaIbHbIX JaBJIEHUN KUCIOpOAa, HO
CONPOBOXKIAETCS HEKOTOPBIM YXYALIEHUEM KUCIOPOA-IPOBOAAIINX CBOMCTB [219-221].

B psine pabot mokazano [222-225], 4TO CTPYKTypa MEPOBCKUTONOIOOHOTO OKCHIA, B
9aCTHOCTH KOOaJIbTHTa CTPOHLUS, COAEPIKAIIETO PA3IMYHBIC IOMAHTHI, ONPEIENSET €ro
CBOMCTBA KaK KMCJIOPOJHOTO U AJIEKTPOHHOIO MPOBOAHMKA. Hamnyumummuy nokasarensmu B

3TOM CMBICIIE 00J1aJJal0T KEPAMUKH ¢ KyOMYECKOW CTPYKTYPOH.

5.1.1. NocTaHOBKa 3agauu.
K06aJ'IBTI/ITbI CTpOHIUA, HOIMUPOBAHHBIC KCIC30M, O6J'IaI[aIOT BBICOKMMHU IIOKA3aTeC-

JSIMU KHCIIOPOJAHOM MPOBOJMMOCTH M IPEACTABIAIOT XOPOIINA 0a3uc A CO3aHUsl KUCIIO-
pOI-NPOHULIAEMBIX MeMOpaH. ToJIepaHTHOCTh CTPYKTYpbI THIIA IIEPOBCKUTA, XapaKTEpPHON
JUT KOOAIBTUTOB CTPOHIMS, K PA3IMYHBIM 3aMEIEHUSIM B KATHOHHOW TTOAPEIIETKE JIOMYC-
KaroT MOJU(UKALMIO CBOMCTB COEIUHEHMS], B TOM YMCJIE U MOHHO-3JEKTPOHHON IPOBOU-
MocTH. C TOYKM 3pEHUs IPAKTUUECKUX IMPUII0KEHUH HEOOX0IUMO 00€CIIeYeHUE CTPYKTYp-
HOW CTaOWJIBHOCTH B YCJIOBUSIX BBICOKHX TEMIEpaTyp W HM3KUX NapLUAIbHbBIX JaBICHUM

KHCJIopoaa 1pu HE3HAYUTEIIbHON IIoTepe KPICJ'IOpOI[HOﬁ IMPpOBOOAUMOCTH.
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Hewuzoranentnoe gomupoBanue SrCoggFe,,05.5 B mo3umuu B kxatnonom ¢ 6osee BbI-
COKOHM CTENEeHbIO OKHUCIICHMS JIOJDKHO NMPUBECTH K YMEHBIIEHUIO BBIXOJA KHUCIOPOJAA W3
CTpyKTypbl B obOsactu temmeparyp 20+-1000°C u mnapuuanbHbIX JaBIEHHH KHCIOpoAa
10%20.2 0ap ¥ MOBBICUTH TEM CaMbIM CTAOMJIBHOCTb CTPYKTYPhl KyOMYECKOTO MEPOBCKHUTA.
C npyroii CTOPOHBI, TOMTUPOBAHUE JIOJDKHO 00ECTIEYNTh HEOOIIBIIIOE CHIKEHHE (haKTopa TO-
nepanTHocTH (5.1.1). B 3TOM cMpIcie TOAXOIAIIUM JOTAHTOM TPEACTABISIETCS HUOOUH,
KaK MMEIOIIUNA BBICOKYIO CTEIEHb OKHMCIICHHMS W 00JIaJalollMii MEHBIIMM HOHHBIM pPaJINy-
coM, 4eM kobanbT. Kpome TOro, UMEIOTCS CBUACTEIIbCTBA CTAOMIU3AIMU CTPYKTYPHI (hep-
PHUTOB ¥ KOOAIIBTUTOB CTPOHIIHS ITyTEM JONUPOBaHUs HUOOMeM [221].

Takum 00pa3om, Ielb HACTOAIIETO HUCCIEAOBAHUS COCTOMT B BBISBICHUHU CBSI3U
CTPYKTYpbl M CTPYKTYpPHBIX TIpeBpalleHuid B TEPOBCKUTOMOMOOHBIX OKCHIAX COCTaBa
SrCog g.<Feg,Nb,O55, x=0, 0.1, 0.2, 0.3, B yCIOBUAX BBICOKHUX TEMIIEPATYp U Pa3IUYHbBIX
napIyaIbHbIX JAaBICHUN KHUCIOpOJa C UX KUCIOPOAHOW MPOBOAUMOCTHI0. OCHOBHBIM JKC-
MEPUMEHTAIILHBIM METOJIOM PEIICHUS ITOW 3a/layMl JIOJDKHA OBITh PEHTICHOBCKAs AMQpPaK-
[IMs HA CHHXPOTPOHHOM H3JIY4eHUH, 0OECIIeYnBaroIIas AeTaabHbIi aHallu3 CTPYKTYPHI U €€
W3MEHEHUN B PA3JIMYHBIX YCIOBUSIX, PU UCTIOIB30BAaHUU JAHHBIX TEPMHUUECKOTO aHaIu3a U
MPSMBIX U3MEPEHHUI KUCIOPOIHBIX MMOTOKOB Yepe3 MEMOpaHy M3 HCCIIeIYyeMOro MaTepuana

[226-228].

5.1.2. O6pa3uybl ANAa nccnegoBaHUs.
Cepust 06pasioB coctaBa SrCo g <Fey,Nb,O;.5, x=0, 0.1, 0.2, 0.3, Obu1a CUHTE3UPO-

BaHA KEPAMUUYECKUM CIIOCOOOM C UCIOJIb30BAHUEM B KAUECTBE UCXOIHBIX COSTMHEHUN Kap-
o6onara ctponuus SrCO; U OKCUAOB KoOaibTa, *xkeieza u Huooust, Coz0y4, Fe,0O; u Nb,Os

COTIIACHO YPABHEHMIO PEAKIIUM:
SI'CO3+1/3(O.8-X)CO3O4+O. 1F6203+0.5XNb205 - SrCOO_g_XFCO‘szXO3_5+C02+. .. (5 1 2)

CTeXMOMETPUYECKYIO CMECh PEAreHTOB C JOOABIEHUEM 3TaHOJIA JJIs JIydllleld TOMOTreHu3a-
LMY [IepEMEIINBAIIN B IJIaHETapHOH mapoBoil MenpHuLEe AI'O-2 B Teuenue 30 cekyHn, 1o-
cJie 4Yero BbICylIMBaiM, npokanuBanu § vacoB mnpu 950°C u nmoBTOpHO 0OpabaThIBaIU B
IJIaHEeTapHOM MesbHUIlE Takke B TeueHue 30 cexyHa. 3aTeM MOJyYeHHbIE OPOIIKU Ipec-
COBaJIM B TaOJIETKU W MPOKAJMBAIMA B TeueHHe 12 yacoB B meuu npu temmneparype 1250°C

[229]. Takoii cnoco0 cuHTE3a MO3BOISET MOIYUYUTh Ta30IUIOTHBIE MEMOPaHbI, MPAKTUYECKU
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UCKITIOYAIOIINe MPOHUKHOBEHUE Ta3a MEXIy dacTuiaMmu Mmatepuaina. CoaepxaHue KUCIIO-
poza B o0pasnax onpeaensuid HoJoMeTpuieckuM TUTpoBanueM. [Ipurorosnenue oopasnos
BbINOJIHEHO B JlaOoparopum skosornyeckoro karanusza Mucturyra karamuza CO PAH

c.H.c. k.x.H. O.1O0.IlognpsueBoii
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Puc.57. Ilogeoenue xuciopooroeo nomoka co épemerem 01 oopaszyos ¢ x=0, 0.1, 0.2 u
0.3.
[TpsiMmoe n3MepeHne KUCIOPOTHOTO TIOTOKA Yepe3 MeMOpaHy TONIIUHON 1.5 MM mpH

paboueii Temmnepatype 800°C mokazaino (Puc.57), uto mist obpaszna SrCoggFe(,03_5 HabmII0-
JaeTcs HauOOoJbIlIee MaKCHUMaIbHOE 3HAYCHUE KHUCIOPOAHOW mpoBoaumoctH, j(0,)~0.45
MJI-MEH ' -CM 2, 1 opIcTpOe ee majeHue co BpemeHem 1o j(0,)~0.1 MII-MEH ' -cM ™ 3a 15 uacos.
Takum oOpaszom, 3a BpeMsi IKCIIEpUMEHTa KUCIOPOIHBIN MTOTOK Yyepe3 MeMOpaHy ynai B 4.5
pasa, T.e. HICXOHBIN 00pa3el] moKa3aja HeCTAaOMIbHOE TTOBEICHUE C TOYKH 3PSHHSI TTPOBOIH-
MOCTH KHclIopoja. YacTuuHOe 3aMelleHrne K0OallbTa HIOOWEeM MPUBOJUT, C OJHOUM CTOPO-
HbI, K YMEHBIIEHUIO KUCJIOPOJHOIO0 MOTOKA BCJICACTBUE YMEHBILICHUS KOHIIEHTpPALMU Ba-
KaHCUIl B aHMOHHOM IMOJApEIIEeTKE, C IPYrol CTOPOHBI, CTAOUIN3UPYET CTPYKTYpPy MEpPOB-
CKHUTa B YCIIOBHUSX BBICOKMX TEMIIEPATYP U HU3KUX NMAPUUAIBHBIX IaBJICHUM KUCIOPOAA, YTO
CIOCOOCTBYET CTa0MJIM3AIlMU MTOTOKA KUCIOPOJia depe3 MemMOpany. JlelicTBUTEIBHO, 3ame-
nieHue kobanbTa HHOOWEM B KoiudecTBe X=(0.]1 yMeHbIIIaeT CKOPOCTb MaJIeHUs] KUCIOPOJI-
HOU MPOHUIIAEMOCTH MEMOpaHbl BO BPEMEHHU, HO CYIIECTBEHHO CHM)XAET BEJIMUYUHY KUCIIO-

POJHOIrO IOTOKA II0 CPABHEHUIO C UCXOIHBIM COCTaBOM. B IaHHOM cCilydae mpOBOJUMOCTD
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MeMOpaHsl 3a BpeMms OSKCrepuMeHTa cHm3mmach o j(0,)~0.19 mm-mus-cM” 110
J(0,)~0.06 MII-MHH ' -cM 2, T.€. MpUMEPHO B 3 pasza.

3amenieane Ha ypoBHE X=(.3 CIIOCOOCTBYET COXPAaHEHHUIO CTPYKTYPHI B YCIOBHUSX
HU3KOI'0 MapUUaJIbHOTO JABJICHHS KUCIOpOAa U o0ecreunBaeT CTaOWIIbHBII BO BpEeMEHU
KHCIJIOPOJIHBIN MOTOK, OJIHAKO €ro 3HaueHue oueHb Majo, j(0,)~0.035 Mi-MuH -eM . B 10
&Ke BpeMs, MeMOpaHa M3 MaTepHuaja co CTeNeHbro 3ameleHus x=0.2 n1eMOHCTpUpPYET Kak
CTaOMIILHOCTh TIOTOKA KHCIOpOAa, TaK W TnpuemiemMyr ero BenumuuHy j(0;)~0.25
mT-muH ' -cM . VI3MeHeHHe MOTOKa KHCIOPOJA 33 BPEeMs JKCIIEPHMEHTA COCTABUIO BCETO
0k0J10 8%. Heo0X0auMO OTMETUTH, YTO 110 UCTEUEHUH 15 4acoB MpPOBEIEHHBIX U3MEPEHUN
poBOIMMOCTh oOpasua ¢ x=0.2 oka3anach Ooublie, 4eM MPOBOAUMOCTH UCXOIHOTO 00pas3-
11a, IMEBIIETO B HayaJbHbIH MOMEHT BPEMEHM HAWIy4LIMH [OKa3aTeslb U3 BCEX MPEJCTAB-
JICHHBIX 00pa3I0B. BeIMunHBI KUCIOPOAHOTO MOTOKA Yepe3 MeMOpaHbl pa3UYHbIX COCTa-
BOB B HaYaJIbHBIM U KOHEUHBI MOMEHTBI BpEMEHH IpeJicTaBieHbl B Tabnune 9.

Tabauua 9. 3nauenus KUCIOPOOHOU NPOBOOUMOCTIU MEMOPAH PA3TUYHBIX COCABOE NPU
800°C 6 nHauanvhuwill MOMeHmM 8pemeHu u yepes 15 uacos pabomui.

O6pa3zen Jj(O,) HayaIbHBIN, J(O,) uepe3 15 ygacos,
SrCog g.xFeg2Nb,Os_5 MII-MHH ' -CM MII-MAH ' -cM ™

x=0 0.45 0.1

x=0.1 0.19 0.06

x=0.2 0.25 0.23

x=0.3 0.035 0.035

[IpenBapurenbpHbIe UCCIEAOBaHUS (Ha30BOTO COCTaBa M €r0 M3MEHEHHSI C TEMIIEPATY-
POl IpU pa3HBIX NapLUHUATBHBIX JAaBIECHUSAX KUCI0pOaa ObUIM MPOBEJEHBI Ha J1a0OPaTOPHOM
pertreHoBckoM audpakromerpe Bruker D8 Advance B BeicOKOTeMIIepaTypHOU Kamepe An-
ton Paar HTK-16. Mcxoausrit o6pazen; x=0 npu Harpee 10 1000°C Ha BO3myXe COXpaHSIET
CTPYKTYPY KyOMUYECKOTO MEPOBCKUTA M BO3BPAILAETCS B CBOE MPEKHEE COCTOSIHHE IMOCIIe
oxnaxzaeHus. [Ipu HarpeBe B Bakyyme yxke rpu temreparype 350°C mpoucxoaut oopazo-
BaHKe (ha3pl OpayHMHILIEpUTA, KOTOpas Mpu AaibHelemM Harpese B ooiactu ~850°C mpe-
TeprieBaeT 0OpaTHbIN nepexo/] B a3y MepOBCKUTA C Pa3yNoOpsJ0UYCHHBIMA aHUOHHBIMH Ba-
kaHcusamu. [lepexon B a3y OpayHMMILIEpUTA COMPOBOKIAETCS CKAYKOOOPa3HBIM YBEJH-
yeHneM o0beMa dnieMeHTapHou sueiiku AV/V~3.5%, Ho oOpaTHBIH niepexos B (a3y mepos-

CKHUTa IIPpOUCXOIUT 0e3 m3MeHeHus1 o0bema. OXHa)KI[eHHBIﬁ B BAKYyMC 06pa3eu UMCECT
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CTPYKTYPY pOMOO3IpUUECKOTO TIEPOBCKHUTA, XOTS B MPOIECCE HarpeBa 0Opa30BaHMs TaKOU
¢da3bl He HaOmonanock. [ToBTOpHBIN HarpeB obpasia ¢ poMOO’APUYECKON CTPYKTYpOl Ha
BO3/IyXe MPUBOAUT K (popmupoBanuto (a3el mepoBckuTa depes a3y OpayHMuiiepura, cy-
HniecTByOIyI0 B auanazone temmneparyp 400-800°C, BcieAacTBHE BHEAPEHUS KUCIOpOaa B
CTPYKTYpPY W3 OKpYyXkaromiei cpeapl. Takas menb (a30BbIX MPEBpAILIEHUN MPH U3MEHEHHUH
TEMIEPaTypbl U MapUUATIBLHOTO JABJICHHUS KUCIOPOJA, COMPOBOXKAAIOMIASCS CKAauKooOpas-
HBIM U3MEHEHHEM 00beMa 3JIEMEHTApPHOU SYCHKH, HEe TIO3BOJISIET UCIOJIb30BATh ATOT MaTe-
puan B KauecTBe KHUCIOPOA-NIPOBOsIeii MeMOpanbl. Kpome HeyaoBIeTBOPUTEIBHBIX TO-
Kazareneil mpoBogumocth, oopasen; SrCoggFe,,0s3.5 He obmagaer u Tpedyemoit (a3oBoi
CTaOMIILHOCTBIO, €r0 MOBEJICHNE B YCIOBUSX PAa3HBIX MAPIUATBHBIX JABICHUH KHUCIOPOa
MOJKET BBI3BATh MOSBJIEHHE MEXaHUYECKUX HAIPSKEHUI U B KOHEYHOM UTOTEe pa3pylleHue
MeMOpaHBbI.

O6pasen coctaBa SrCo(;Feq,Nbg 0.5 (x=0.1) mpu HarpeBe B yCIOBUSAX BBICOKOTO
NapUaIbHOTO JABJICHUS KHUCIOPOJa MPOJEMOHCTPUPOBAN YCTOMYMBOCTh CTPYKTYpHI Iie-
POBCKHTa B HCCIEAyeMOM Auamna3zoHe Temmeparyp. BiusHue nonupoBaHus HHOOHEM MpPO-
SIBWJIOCh B YBEIIMYEHUU CTPYKTYPHOU CTAOMIBLHOCTH MaTepuana IMpH HarpeBe B yCIOBUSIX
HU3KOT'O MapUuajJbHOIO JaBlieHUs kuciaopona. B nuanasone temmnepatyp 450-900°C Ha-
omonmaercst pacmeruiearne peduiekcoB 110, 200, 211, 9T0 CBUAETETBCTBYET O MOSBICHUN
opTopombOuueckoro uckaxkenus. ®aza OpayHMIIIIEpUTa B TIPOIlECCE HarpeBa He oOpa3yeT-
cs. Iloermenne temmeparypsl 10 1000°C BeI3Basio oOpa3zoBaHue (pa3bl KyOMYECKOTO Te-
POBCKHUTA, KOTOpasi COXPaHsIACh MPH OXJIKICHUN 00pa3ia B BAKyyMe 10 KOMHATHOW TeM-
neparypbl. Ba)XHO OTMETHUTD, UTO B 00JIACTHU MOSBICHUS OPTOPOMOUYECKOTO UCKAKEHUS HE
MPOMU30ILIO CKAYKOOOPa3HOrO U3MEHEHHsI 00beMa JIEeMEHTApHOH sueiiku. TakuM oOpa3om,
3aMelleHrne KobanbTa HIOOMEM yBeln4YuBaeT (ha30ByI0 CTaOMIBHOCTh MaTepHuala, a mnaje-
HUE KUCJIOPOJHOTO MOTOKa co BpeMeHeM Ipu Temneparype 800°C cBsi3aHO € MOSABICHUEM
OpTOPOMOUUYECKOTO UCKAKEHHUSI.

O6pastpl coctaBoB SrCo( ¢Fen,Nby 055 1 SrCo sFeq,Nbj 3055 (x=0.2 u x=0.3) mo-
Ka3aJu CTaOMIBHOCTh CTPYKTYPbI IEPOBCKUTA KaK MPU HArpEeBE Ha BO3/YXE, TaK U B BaKyy-
Me. YBeJIMYeHUE CTENEeHH JOMHPOBAaHUS HUOOHMEM MPHUBOAUT K CHUKEHUIO JeduiuTa 1o
KHUCJIOPOJly MPU BBICOKMX TEMIIEpaTypaxX W HU3KUX MAPLUUATIBHBIX JABJICHUSX KUCIOpPOAa,
YTO CIMOCOOCTBYET COXPAHEHHMIO CTPYKTYpPbI MEPOBCKUTA B HccieAyeMbIX ycinoBusx. Ilo-
ckoybKy Marepuan ¢ x=0.2 o6agaeT Xopouiei KUCIOPOAHONH TPOBOAMMOCTBIO U BBICOKOM

CTPYKTYPHOM CTaOMIBHOCTBIO, AalIbHENIIEE IeTalbHOE HccieoBaHue (HaKTOpPOB, 00yCIaB-
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JMBAIOIIUX CTOJb OJIATONPUSATHBIE XapaKTEPUCTUKHA MaTepraia, ObUIO MPOBEACHO TIIaBHBIM
0o0pa3oM ¢ Hucnoiab30BaHueM o0paslia co cTeneHbto 3amenieHus x=0.2.

Cnenyer oTMETUTH OJIM30CTH MApaMETPOB 3JIEMEHTAapHOM suelku oOpasna x=0.2 B
obnactu remnepatyp 600-1000°C npu HarpeBe B BaKyyMe M Ha BO3AyXe. DTOT MOKa3aTellb
SIBJISICTCSI BAYKHBIM JUIsI MaTepraia KACIOPOI-ITPOBOISIICH MeMOpaHbl, T.K. B CiIy4ae OOJIb-
HIOr0 Pa3IMuvs B MapaMmeTpax pelIeTKH MaTepuana, HaXOJSIIerocss Ha TpaHMIle pas3ielia
Cpe/l ¢ BBICOKMM M HU3KUM NapluaibHbIM JIaBJICHHEM KUCJIOpPOAa, B HEM MOTYT BO3HUKATh
MEXaHUYECKHE HaIPSKEHUS, MPUBOSIINE K HAPYIICHUIO Ta30IJI0THOCTH MEMOpAHBI.

Jljis ornipeienieHust TeMIIepaTypHOW IpaHMIIbl Hayasa BbIX0J1a KHCIOPOa U3 CTPYKTY-
pBI OBUTH BBITIOJTHEHBI TEPMOTPABUMETPHUECKIE U3MEPEHUS B CPEJlIe aproHa ¢ HAarpeBOM JI0
850°C. Ob6pazen ¢ x=0.2 HarpeBajcs IBaXKbI, IEPBBIN pa3 s yAAJICHHUS C MTOBEPXHOCTH
oOpasna aacopOupOBaHHBIX U3 aTMOC(EPHI BOABI M YIIIEKHCIOTO Ta3a, BTOPOU pa3 s Io-
Jy4YeHUs! 3aBUCUMOCTU M3MEHEHMSI MAacChl C TeMIepaTypoil, 00yCIOBICHHOTO U3MEHEHHEM
KHUCJIOPOJIHOTO cOCTaBa. Pe3ynbTaThl H3MEPEHUH NT0Ka3bIBAIOT, YTO KUCIOPO HAUMHAET I10-
KkuaaTh CTpyktypy npu temneparype ~400°C (Puc.58). DkcriepuMeHT, MPOBEICHHBIN C
aHAJIM30M MPOJYKTOB AECOPOLMU, MOATBEPIAMI MOJTYUSHHBIH Pe3yNbTaT, I0Ka3aB, 4To MpU
temneparype Hrke 400°C necopbupyrorcs H,O, CO u CO,, a KUCIOpoA MOSBISETCS B

pOJyKTax ToJIbKO mpu Temnepatypax 6onee 400°C (Puc.59).

l{]{].ﬁ I I I I I T I

— IlepBniii Harpes
100.0L - ) — —  Bropoi narpes |
& 995 xh"‘n,,n .
é 99.0} ' H ]
98.5F 7
98.0

0 100 200 300 400 500 600 700 800 900
Temneparypa, = C

Puc.58. Ilomepu maccor oopaszya SrCoysFep,Nby,0;3.5 npu 08yKkpamnom npozpese 8 nomo-
Ke ap2oHa.
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Puc.59. Cocmas npooykmos decopoyuu ¢ oopasya SrCopsFeo,Nby,03.5 npu npoecpese 6
saxyyme.

5.1.3. SkcnepumeHT EX Situ: «<3amopoXeHHble» BaKaHCUN.
[IpenBapuTeIbHBIMU IKCIIEPUMEHTAMU, MPOBEICHHBIMH Ha CEPUHHOM J1abopaTop-

HOoM maudpakromerpe Bruker D8 Advance, Opuio ycraHoBieHo, 4To i 00OpasioB
SrCog g.xFeg,NbyOs_s ipu x=0.2, 0.3 mpu Harpese a0 1000°C B cpenax ¢ BBICOKMM U HU3-
KUM HapLHaAIbHBIM JaBJIEHUEM KHCIIOPOJa COXPAHSAETCS UCXOAHAsI CTPYKTYpa NEPOBCKUTA.
B To ke Bpems mpu HarpeBe B Bakyyme B uHTepBasie temmeparyp T=400+800°C nabmrona-
JOCh yBENMYECHHE MIMPUHBI Pe(IEKCOB, TOCTHTaBIIee MakCMMyma mpumepHo B 1.5 pasa
npu temneparype ~600°C. Bpiio BrICKa3aHO MPEAIONIOKEHUE, YTO ITO YIIUPEHHE pedIiek-
COB CBSI3aHO C JIUCIIEPTUPOBAHUEM KPHUCTAUIUTOB B 00pa3Lax WM HAKOIUIEHUEM MHUKPOHa-
npsoKeHui. Bpiio oTMeueHo, 4To mocne oXJakAeHHsI 00pa3loB B BaKyyMe, IpU KOTOPOM
KUCJIOPOAHBI COCTaB OCTABAJCS HEU3MEHHBIM, YIIUPEHHE pe(IEKCOB COXPaHsIIOCh
(Puc.60). Kpome Toro, ¢popma nuKoB HEe U3MEHSIIACH TTOCIE U3BJICUYEHUSI 00pa3loB HA BO3-
IyX, HO IpU MOBTOPHOM HarpeBe Ha BO3/yX€ BO3Bpallajach K MCXOJHOMY COCTOSIHHIO.
CrnenoBaTenpHO, TpOIECC YITUPEHUs! peIeKCOB CBA3aH C M3MEHEHHUEM KHCIOPOJHOTO CO-
cTaBa B CTpYyKType. Jls BBISICHEHHS XapaKTepa U MPUYMH BO3HUKAIOIIETO YIIUPEHUS ped-
JIEKCOB OBUIN MTPOBEJEHBI SKCIIEPUMEHTHI Ha IU(paKTOMETpe BBICOKOro pasperieHus B Cu-

oupckom LlenTpe CuHXpOTpOHHOTO U TeparepoBoOro U3MyYeHuUs.
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Puc.60. Hzmenenue cpeoneti wupunvl ougppaxyuonnvix aunuti oopasya SrCogsFep,Nby 05
s Hazpemozo 00 coomeemcmaylouell memMnepamypsl U OXAANCOeHHO20 8 8aAK)YMe.

[Tockonbky ymmpeHue pedrekcoB MEepOBCKUTOMOJOOHBIX KOOAIBTUTOB CTPOHIUS
SIBIIIETCS PE3YIBTATOM U3MEHEHHs KHCIOPOIHOTO COCTaBa 00Pa3lioB, CTAHOBUTCS] BO3MOXK-
HBIM MPOBOJUTH AHAIU3 CTPYKTYPHBIX MPEBPAIICHUM, IPOUCXOA[IINX B 00pasiax, myTém
IIPEABAPUTEILHOIO U3MEHEHUSI UX KHUCIIOPOJHOIO COCTaBa, HarpeBas UX B BaKyyMme 0 3a-
JTAHHOW TeMIlepaTyphl U 3aT€M OXJIaXKJasi B BAKyyMe, C MOCIEAYIOUM UCCIEA0BAHUEM 00-
pa3loB pU HOPMAJIbHBIX ycinoBusX Ex Situ. DkcnepuMeHTaabHO ObLIO MOKAa3aHo, YTO:

1. Harpes 06pa3ios B Bakyyme (p(0,)~10"* M6ap) 10 Temneparypsi T IPUBOIHT K BHIXOLY
KHCJIOPOJ1a U3 CTPYKTYpPhI B KOJIMYECTBE, COOTBETCTBYIOLLIEM 3aJaHHOI TemMIepaType
Iporpesa.

2. Broigepxkka 00pa3ioB MpH 3aJaHHON TEMIIEpAaType B T€UEHUE ONPEACIEHHOTO BPEMEHH,
JAOCTAaTOYHOTO /ISl YCTAHOBJICHHSI CTAIIMOHAPHOTO COCTOSIHUSA, 00ECTIeunBaeT (POPMHPO-
BaHKe KuciopoaHoro cocrasa 3-8 (7,p(0,)).

3. Bblaepxka B 3TOM ke cpejie B TeUeHHE BpEMEHH, O0JIbIIIEro, YeM BPeMs YCTaHOBJICHHUS
CTAllMOHAPHOT'O COCTOSIHUS, HE IPUBOJUT K JaJbHEHNIIEMY BBIXOAY KUCIOPOIA U3
CTPYKTYpBI, COXpaHssi neuiut mno kuciopoay ua npesxkaem yposte 0(7, p(0O,)).

4. Tlocne u3BieYeHNUs HA BO3AYX IIPH KOMHATHON TeMIIEpaType COXpaHAeTcs Ae(UIUT 1m0
kuciopoxy (7, p(O,)), BBHIY HU3KOM TEMIIEpaTyphl, HEAOCTATOYHOM ISt OCYIIIECTRIIE-

HUs1 00paTHBIX MporieccoB MU y3un KUCIOPOIa B CTPYKTYPY.
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[IpuroTroBiieHHbII TakuM 00pa3oM oOpaser 001a1aeT KUCIOPOJAHBIM COCTaBOM,
XapaKTEPHBIM I8 3a1aHHbIX yciioBui Harpesa (7' u p(0,)). KucnopoaHbie BaKaHCUM B
o0pa3lLie 0Ka3bIBAIOTCS «3aMOPOKEHHBIMM».

Ha Puc.61 nokazana nudpakunonHas KapTuHa TBEPIOTO pacTBopa cocraBa x=0.2,
nporperoro npu 600°C B BakyyMme. DKCIIEPUMEHT C BBHICOKHUM YIJIOBBIM pa3pelieHHEM
1oKasaj, 4yTo yumupeHue pediekcoB, HaOI0aBIIeecs] B UCCIEIOBaHUSAX HA Jabopatop-
HOM JU(PAKTOMETpE, SBISETCS Ha CaMOM JeJie PAacIIeTNIEHUeM KaXI0TO U3 PETUCTpU-
pyeMbIx pediiekcoB 1Mo MeHblIei Mepe Ha Ba. [Ipu 3TOM Ha peHTreHorpaMmMax He oOHa-
pY’KUBaeTCs TMOSBIEHUS JOMOJHUTEIbHBIX MUKOB, OOYCIOBIECHHBIX MOHM)XEHHUEM CHUM-
METPUU DJIEMEHTAPHON S4elKu o0Opas3ia WiM BO3HUKHOBEHHEM JOMOIHUTEIBHBIX (a3,
OTJIMYHBIX OT MEPOBCKUTOMOM00HOM (ha3pl KOOAIbTHTA CTpOoHIMs. Takum oOpazom, 00-
Hapy)KEHHOE CTPYKTYPHOE MPEBPAIICHNE SIBIISCTCS PE3yIbTaTOM IMOSBICHUS BTOPOH (ha-
3bl MEPOBCKUTA, MOJHOCTHIO M30CTPYKTYPHOM MCXOIHOM (pase, HO C yBEIMUYEHHBIM Ia-
paMeTpoM 3JieMeHTapHOW sueiku. [lanHoe moBefeHne HabI0gaeTcss Kak Ui COCTaBa C
x=0.2, Tak u naa TBEpaoro pactropa ¢ x=0.3. CiaegyeT TakKe OTMETUTh, YTO LIIUPHUHBI

pedrexcoB o0enx (a3 ¢ Xopouieil TOYHOCTHIO COBIMAIAIOT.

A=1.5398 A ' '
AN/ A ~5-10 1
5
“ 1
E /
¥
2
= 320 32.5 330 460 465 470
S 200
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Puc.61. Jlugppaxyuonnas xapmuna obpaszya cocmasa x=0.2, npoepemozo npu 600°C &
saxyyme. Iluxu, ommeuennvie cumgonamu 1 u 2, omHocames K UCXOOHOU U NOSBUBLULELLCSL
Gazam neposckuma, coomeemcmeeHHo
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JleTanbHbIN aHAM3 TIOBEACHUS TU(PPAKIIMOHHOTO PO Mpu HarpesBe odOpasia ¢
x=0.2 B Bakyyme nokazan Ha Puc.62. [Ipu T~400°C npoucxoaut mosiBIeHHE BTOPOi (a3bl
nepoBckuTa. [loBbIIeHne TemIepaTypsl HarpeBa B BaKyyMe MPUBOANUT K YMEHBIICHUIO UH-
TEHCUBHOCTH pedIieKcoB UCXOAHON (a3bl U pocTy pediiekcoB BTOPOit ¢a3bl, YTO TOBOPUT O
nepepacrpene’leHnd KoiamdecTBa obenx ¢a3z B monb3y BTopoil (asel. Ilpu T>750°C B
CTPYKTYp€ IPHUCYTCTBYET TOJIbKO BTOpas ¢aza mepoBcKuUTa. VM3MeHeHus mapaMeTpoB diie-
MEHTapHBIX siYeeK 00enx (a3 ¢ TeMneparypoil mporpesa npuBeaeHs! Ha Puc.63, u3 kotopo-
ro BUJHO, YTO MapaMeTp peuieTKh BTOPOM (ha3bl CYIIECTBEHHO MEHSETCS C TeMIIepaTypoi
nporpesa o0pasia B BakyyMme (HE IMyTaTh ¢ TEPMHUYECKHUM PACIIUPEHUEM — BCE PEHTTEHO-
IpaMMBI [TOJTyYEHBI TP KOMHATHOW TEMIEpaType), B TO BpeMs Kak JJIsl HICXOIHOH (pa3bl Ha-
OJr0/1aeTCsl TTOCTOSTHCTBO MapaMeTpa PEelIeTKH B Mpeesiax OLIEHUBAEMbIX MOrPEUTHOCTEH.
Crnenyetr 0co60 OTMETHUTH, YTO MOSBICHHE BTOPOi (ha3bl MEPOBCKUTA COBMAAAET MO TEMIIe-
paType ¢ HayaJloM BBIXOJa KHCIOPOJAA U3 CTPYKTYPhI, KOTOPBIA, COTJIaCHO JAaHHBIM TEPMO-

rPaBUMETPUYECKOr0 aHAJIN3a B aproHe U TepMozecopOuu, npoucxoaut npu 7>400°C.

, : 1(}| IZ(}Ol < 3.940
5 2 3.935
z g & 3.930
Il AN — | = 3.925
2 = —Af\ Z 3920
A\ 1 e N 5 3915
5 = 3910F :
E ;% E, 3 905 _I*P@{}IH'_
L - L L o | | | |
31.532.0 32.5 33.0 45.546.0 46.5 47.0 = U%[)U 400 500 600 700 800
20 Temneparypa nporpesa, = C
Puc.62. Usmenenue npoguns pegexcos Puc.63. Hamenenue napamempa snemen-
110 u 200 obpasya cocmasa x=0.2 no mepe  mapHoti auetiku oopaszya cocmasa x=0.2 no
VeenuueHUus memMnepamypvl npozpesa 6 a-  Mepe y8eaudeHus memnepamypsl npozpesa 8
KyyMme. saxyyme

Crnoco0 moaroToBku obpasua /s uccienoBanus Ex Situ obecrieunBaer coxpaHeHUe
KHUCIIOPOJTHOTO COCTaBa, XapaKTEPHOTO JJISI IAHHBIX YCIIOBHH MPEBAPUTEIILHON 00paboTKH
— TeMIiepaTyphl MporpeBa M MapIHaIbHOIO JAaBJIeHUsS KuUcIopojaa. [Tockonbky BiIUsHUE
TEMIIEpaTypbl IPOTPEBA CKA3bIBAECTCS HA MapaMeTpe AIEMEHTApHOU SUYEUKU HCKITIOUUTEIb-
HO BTOpOi1 (ha3bl, B TO BpeMs KaK MmapaMeTp pelieTKH NepBoi (a3bl ocTaeTcs MPaKTHYECKH

IHOCTOAHHBIM, MOKHO CACJIaTh 3aKIIFOYCHHUC, YTO I[e(i)I/IL[I/ITOM IO KUCJIOpOAY, MCHAIONIUMCA
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C TeMIepaTypol mporpesa, oOyiajaeT TOJdbKO BTOpas ¢aza. Takum oOpa3oM, MOSBICHHE
BTOPO# (ha3bl MOKHO CUMTATh PE3yJbTATOM IPOHM3OIISANIETO B 00pa3iie H30CTPYKTYPHOTO
¢dazoBoro nepexojaa, MpU KOTOPOM COCTOSTHUE KOMITOHEHTOB CHCTEMBI MEHSIETCSI TaK, YTO
CTaHOBUTCSI BO3MOKHBIM BBIXOJ] KHCJIOPOJa U3 CTPYKTYPHI IPU MOBBIMIEHUH TEMIIEPATYPHI.
[Ipu 3TOM, TO-BHAMMOMY, peanu3yeTcsl 3cTaQeTHhIH MEXaHWU3M BBIXOJla KHCIOpOAa, T.C.
aTOM KHCIJIOPOJIa, YXOMASIIUN U3 TIOBEPXHOCTHOTO CJIOSI KPUCTAIIUTA, 3aMEIIAeTCsl aTOMOM,
MPUILIEIIIAM U3 clieayronero cios. Juddys3us atomoB kucioposa B 00beMe KPUCTAIUTATA
o0ecrieunBaeT paBHOBECHYIO KOHIICHTPAIMIO KUCIOpoaa o o0beMy uyacTtuilbl. Heobxomu-
MO OTMETHUTbh, UTO TOSBICHHE B CUCTeMe JBYX (pa3 ¢ OMM3KMMH MapaMeTpaMu dJIeMeHTap-
HOW STYCHKU HE SBISETCS CIENU(PUIESCKHM CBOWCTBOM KOOAIBTHTA CTPOHIUS. AHAIOTHY-
HbI 3dexT oOpazoBaHus BTOpOH (a3bl MEPOBCKUTA OBII OTMEUEH MPHU HUCCIEAOBAaHUU
JaHTaH-CTPOHIMEeBOTO (hepputa Lay 551 75FeO5_5 [230].

[To cooTHOIIEHNIO HHTEHCUBHOCTEH pedIeKCOB 00enx (a3 U ero U3MEHEHUIO C TeM-
nepaTypoi mporpeBa oOpasiia MOXKHO OLEHUTHh YHEPTUI0 aKTHUBAIMH Ipoliecca oOpa3oBa-
HUS KHCIIOPOIHOW BakaHcuu. Eciin mpuHSATH, 4TO mporecc Gpa3zoBoro npeBpaieHus oesne-
buuTHOM a3kl MEPOBCKUTA B KHCIOPOA-Ie(MUIIUTHYIO OMUCHIBACTCS MPOCTHIM YPaBHEHHU-
eM AeB, a mpu Kax1I0#l TeMeparype cooTHoOmeHHe a3 JOCTUTAET PaBHOBECHUS, TO CO-

r1IaCHO 3aKOHY HeﬁCTBYIOHIHX Macce:

%:K:Koexp(— f;,j’ (5.1.3)

rae K — koHCTaHTa paBHOBecHs, kK — mocTosiHHas bonblimMana, a £, — sHeprusi akTUBaLUK
npouecca. Tak Kak U3MEeHEHUE KOHIIEHTPAllMK KUCIOPOAa B CTPYKTYpe IpU 00pa3oBaHUU
KUCTIOPO-1eUITMTHON a3kl HEBEIIUKO, a BeMMYMHA (haKTOpa pacCessHUS KUCIOPOa 10
OTHONICHMIO K (paKTOpaM paccesiHus KaTHOHOB CPaBHUTENLHO Malia, U3MEHEHHUE KUCIIOPO/I-
HOW CTEXHMOMETPHUH HE OKA3bIBACT 3aMETHOTO BIIMSIHHSI HA MTHTEHCUBHOCTH TU(DPaAKIIMOHHBIX
JMHUI Ha peHTreHorpaMMax obeux (a3, COOTHOLIEHNE MHTEHCUBHOCTEN ONpEIeeT TOJb-
KO COOTHOIIIEHHE KOJMYECTB COOTBETCTBYIOMIMX (a3 B 0Opasiie.

Ha Puc.64 npencraBieHbl 3aBUCUMOCTH COOTHOIIEHUS IBYX (a3 B 00pasie OT TeM-
neparypsl nporpesa B Bakyyme st 06pasuoB ¢ x=0.2 u 0.3 B appeHHyCOBCKUX KOOpIMHA-
tax. OnpeneneHHass U3 3TUX 3aBHCHUMOCTEH SHEPrvsi aKTHBAIMU IIpoliecca 0Opa3OBaHMS
KUCJIOpOJHOM BakaHcuu uMmeeT Beanuuny E,=0.66+0.06 3B (586 x/[>x/mMoib). IT0 3Haue-
HUE XOpOIIO COTJIACyeTCs C pe3ysbTaTaMu, MOJYYEeHHBIMH U3 TE€PMOTPABUMETPUUECKUX

nanHbiX, ~0.74 5B (67.75 k/I»/mMonb). HeGomnbiioe mpeBbIllieHUE BETMYUHBI YHEPTUN aKTH-
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BalllM, MOJTYYEHHON TEPMOTPaBUMETPUUECKUM METOJOM, IO CPABHEHUIO C pe3yJibTaTaMu
TUGPaKIMOHHBIX SKCIEPUMEHTOB MOKHO 00BACHUTD 3 (heKTaMi MOBEPXHOCTHOTO OOMEHa,
KOTOpbI€ CYIIECTBEHHBI B MPOIIECCAX U3MEPEHHUSI TOJHOM TPOBOJIMMOCTH U HE Pac

CMAaTPUBAKOTCA B UCCIICAOBAHUAX q)aSOBBIX npeBpameHHﬁ.

3‘ I I I I
¢ e o x=03

2r E\}a;_ﬂi\ o o x=02]]
¥

In(12/11)
-

E ==0.66 3B=58 x/Ix/Moab

_31.0 1.1 1.2 13 14 1.5
1000/T, K !

Puc.64. Omnowenue unmencusHocmei coomgeemcmsyroumux peghieKcos, NPUHAONEHCAuUx
PA3UUHbIM PA3am, 8 3a8UCUMOCIIU O MeMNepamypbl NPOKAIUBAHUS 8 8aKYYMe 0/ 00-
pazyos ¢ x=0.2 u x=0.3

HecoMHeHHBIN MHTEpEC NPHU HUCCIECAOBAHUH KHCIOPOI-TPAHCIOPTHBIX CBOMCTB OK-
CHUJOB CO CTPYKTYpOW MEPOBCKUTA IPEICTABIISIOT IMPOLECCHl BXOXKAECHUS KHUCIOpPOAa B
CTPYKTYPY KHUCIOPOI-ACPUIIMTHOTO Marepuaya. [Ipu 3TOM JIydIIyro HarjsgHOCTh MOXKET
IPOJIEMOHCTPUPOBATH 00pa3el], B KOTOPOM M3HAYAIBHO MPUCYTCTBYIOT 00€ (ha3bl, T.€. Mpo-
IPETHIM B BAKyyMe J10 YMEPEHHOM TemIiepatypsl, Hanpumep, 10 550°C. B npouecce penak-
Cally KHUCJIOPOJHOIO COCTAaBA MOXHO OXHUIATh, 4TO 1) MPOM3OWUAET yMEHBIICHUE Iapa-
METpa pPELEeTKU KUCTIOpOoA-AehUuIuTHON (a3bl B pe3ynbTare BXOXKICHHUS KHUCIOpOJa B
CTPYKTYpY U3 aTMoc(epHOro Bo3myxa u 2) cooTHomeHne (a3 B oOpasie OyaeT mepepac-
npesiesieHo B MOoJb3y UCX0AHOH (a3bl. Pasnnuue B mapamerpax 3JeMEHTApHBIX sY€EK HC-
XOJTHOU M KucIopoa-aedunutHoi ¢asbl coctaBisetr ~0.001 HM, TO3TOMY 7Sl pETUCTPAIIUU
W3MEHECHHI B TIOJOKEHUAX pediekcoB o0enx (a3 HeoOXOAMMO BBICOKOE YIIIOBOE paspe-
nieHue qudpakromMeTpa.

DKcriepuMeHT ObUT BBHITIOJIHEH Ha CTaHIMU «AHoManbHOe PaccesHue», oOpasery c

ne(UIMTOM IO KHCJIOPOY, MPEABAPUTEILHO MPOTPETHIM B BakyyMe a0 550°C, mocienoBa-
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TEJIBHO HAarpeBAJICSA HA BO3JyXeE J0 ONPEIEICHHON TEMIIEPATYPHI, 3aTEM OXJIAXKaJICs, 10CIe
Yero perucTpupoBayiach peHTreHorpamma. Jlis HajgexHOW (DUKCAIMM MallbIX W3MEHEHH
npoduiIsi peHTTeHOTpaMMBbl ObLT BBIOpaH mar ckanupoBanus mo yriay A20=0.005°, spems
HakorieHus B Touke 30 cek.

®parmeHThl peHTreHorpamm oopasia SrCog¢Fey,Nbj,05.5 B 061acTu yrios BOIU3H
pednekca 200 mpuBenensl Ha Puc.65. C moBbllieHHeM TeMIEpaTyphl Iporpesa oopasia B
YCIIOBUSIX BBICOKOTO TApPIHUAILHOTO JABJIICHUS] KUCIOPOJa HaONIomaeTcs cMelleHue ped-
JIEKCOB KUCIOPOA-1eUIUTHON (a3l B CTOPOHY OOJBIIMX YIIJIOB, YTO CBUIETEILCTBYET 00
YMEHBIICHUH TTapaMeTpa dJIEMEHTapHOU sueiiku 3Toi ¢asbl. [Ipu sToM mcxonnas ¢asza He
npeTepreBaeT U3MEHEHUN HU B TOJOKEHUU PEeQIIEeKCOB, HU B UX MHTEHCUBHOCTSX. TakuM
o0Opa3om, porpeB Ha Bo3ayxe npu Ttemneparypax <400°C npuBoIUT K BHEAPEHHUIO KHUCIIO-
pona u3 arMocdepbl B KUCIOPOA-AePUIHUTHYIO (pa3sy W He BIHMSIET Ha COOTHOUIeHHE (a3.
[Tpu tremnepatype nporpesa 400°C u Bblillie B 00pa3iie MPUCYTCTBYET TOJIBKO OJTHA UCXO/I-
Has (aza, T.e. Temneparypsl 400°C moctaTouHO, YTOOBI MPU BHICOKMX MApIUATLHBIX JaB-
JEHUSX KHUCIOpOJa MPOU30IILIA TOJIHAS peslakcalusi cTpyKTyphl. CieayeT OTMETUTh, UTO
IPOLIECC PeslaKCALMK CTPYKTYPhI IPY HarpeBe Ha BO3yXe IMPOUCXOJHUT 3a BpeMeHa ~15-20

MHUHYT U IIPAKTUYCCKHU HC 3aBUCHUT OT TCMIICPATYPHI IIPOIrpCBa.

325° C

285° C

160° C

HHTEHCPIBHUCTI:, OTH. 1.

400° C

458 46.0 46.2 46.4 46.6 46.8 47.0
20

Puc.65. Usmenenue npogunsa peghnexca 200 nocne npoepesa Kuciopoo-oepuyumnozo oo-
pasya Ha 6030yxe Npu pa3iuyHuIX MemMnepamypax.
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Ha Puc.66 nokazaHo NnoBe[eHHE MapaMeTpPOB 3JIEMEHTApPHOM SYEHKHM HCXOJHOU U
KUCIOpOA-AeUIUTHON (ha3 mocie nmporpesa KUCIopoa-1eGuuuTHOro oopasia Ha BO3ayxe
pH pa3inyHbIX Temneparypax. Kak BugHo u3 Puc.65 u 66, 00paTHBII nporiecc BHEAPEHUS
KHCJIOPOZAA B CTPYKTYPY KHUCIOPOA-Ie(UIUTHON (ha3bl MPOUCXOIUT B MEHbILIEM TeMIlepa-
TypHOoM mHTepBane (~200-350°C), yem mpsMoil mepexoa MCXOAHOH (ha3bl B KUCIOPOJ-

nedunutHyo (~300-750°C).

3.925 I I I | 1 | 1
= ® o [lcxoanas dasza
"f' 3.920F [ B ® Kucnopoj-gedundriada |4
= 3915} = 0 ]
&
£ 3.910} .
2
=
5] 3.905
= i ]
¢ = s ¢

3'9000 50 100 150 200 250 300 350 400 450

Temneparypa, = C

Puc.66. Hzmenenus napamempog snemenmapHou sueiku obeux ¢az no mepe 8HeopeHus
KUCIOPOOa 6 CmpyKmypy Kuciopoo-oegpuyumnoeo SrCogsFeyNby0;.s

5.1.4. dKkcnepuMeHT Npu BbICOKUX TemnepaTypax.
Hab6momaembiii B audpakiiMoHHBIX dKcniepuMeHTax Ex Situ addext obpazoBanus

KUACIOPOA-AehUIMTHON (Da3pl ObLT HANPSIMYIO TOATBEPKACH HCCIEAOBAHUSIMH METOJIOM
BBICOKOTEMIIEpaTypHO peHTreHorpaduu In Situ B peHTreHOBCKOM KaMepe IpU pa3IHyHbIX
napUyaNbHBIX NaBJICHHUSIX KHcIopona. Vi3mepeHust ObuIH BBITTOIHEHBI Ha cTaHuuu «lIperu-
suoHHas [{udpakromerpus» Cubupckoro Llentpa CU ¢ ucmonbp3oBaHueM HU3IYyYEHHS CO
CPaBHHUTENBHO OOJBIION ATMHON BOMHBI, ~0.173 HM, YTO MO3BOJMIIO MOBBICUTH YIJIOBOE

paszpemieane JuPpPakIHOHHBIX KapTHH.
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' ' ' ' UccnenoBanusa In Situ mpo-

eccoB 00pa3oBaHMs JIBYX(azHOTO

COCTOsAHUA B YCJIOBHAX HU3KOTO IIap-

MHUAJIBHOI'O JaBJICHUS KHCJIOpoda C

IMOBBINICHHBIM PA3pCUHICHUCM I103BO-

JIMJIK HCTIOCPCACTBCHHO Ha6J'II-OIlaTI>

MOSIBIGHUE W POCT  KHUCIOPOJ-

nedunuTHOM (a3bl KyOMYECKOro Ie-

poBckMTa W3 ucxoaHou ¢asel. Ha

I’IHTEHCI‘IEHDCTI:-, OTH. €A.

Puc.67 npuBeneHs! pparMeHTHI PEeHT-
0.61 0.615 0.62 0.625 0.63 reHorpamMMm B oOiactu pediexca 211

2sin8/ A, 151 ! o6pasua SrCo¢Fey,Nby,0s3.5 B mpo-
Puc.67. Hsmenenue npogunsn peghrexca 211 npu tecee  Hafpesa €O CKOPOCTRIO
nazpeee 6 eaxyyme. Cnpaea no ocu opournam om-  10°C/mMuH. Bpems 3KCIO3HIHMH CO-

Jodicena peanvras memnepamypa, °C.
CTaBJIsIO 2 MWH/Kaap, T.€. 32 Bpems
HAKOIUICHUSI KaX0M peHTreHOrpaMMbl Temreparypa usMmensiacs Ha 20°C.

N3meHenne mapamMeTpoB dJIEMEHTapHBIX sueek obenx (a3 B mporecce HarpeBa o
1140°C u nocnenywoniero oXJakJIeHus: B BaKkyyme npejacTtasiieHo Ha Puc.68. Touku, oTMe-
YEHHbIE YEPHBIMU KBaJlpaTaMH, COOTBETCTBYIOT MOSABJICHUIO YK€ MpH Temneparype ~230-
250°C xucnopoa-aehunuTHON (as3bl, BBIpaKarolmeMycs B ci1aboM WU3MEHEHWUU TpoQuis
TUGPAKITMOHHBIX JIMHAHA — IMOSBICHUU ACHMMETPHUH B CTOPOHY MEHBINUX yrioB. [Ipu 3TOoM,
OJIHAaKO, KOPPEKTHOE pa3JielieHHe JIMHUN Ha J1Ba pediekca OKa3bpIBaeTCsl MPAKTUYECKH He-
BO3MOKHBIM. Haumnast ¢ remnepatypst ~300—-440°C nosiBistromascs da3a MOXKeT ObITH 3a-
PErUCTPUPOBAHA, XOJ M3MEHEHHUS €€ MapaMeTpa PelIeTKH COOTBETCTBYET M3MEHEHHUIO Ma-
pameTpa pemeTku UCXOHOM (ha3bl BCIEICTBHE TEIUIOBOTO paciupenus. JlanpHelmmii Ha-
IPEB MPUBOJUT K CYIIECTBEHHOMY OTKJIOHEHHUIO M3MEHEHHUs MapaMerpa peleTKd BTOpPOi
¢da3sl OT MpocToil TepMuueckoit 3aBucumoctH. [Ipu Temmnepatypax Boiie ~400°C obpazen
HAYMHAET TEPATHh CTPYKTYPHBIA KUCIOPOJI, U JaldbHEHIIIee U3MEHEHHUE MMapaMeTpa PeleTKu
CBSI3aHO HE TOJBKO C TEPMHUYECKHUM, HO U ¢ XuMuueckuM pacimupernueM (Chemical Expan-
sion). [Tockonbky ncxomHas ¢aza Mo-mpexHEMY JIEMOHCTPUPYET JIMHEHHYIO 3aBUCUMOCTh
napamMeTpa pelieTKyd OT TeMIEePaTyphbl, I3BMEHEHUSI €€ XUMUYECKOTO COCTaBa C POCTOM TeM-

nepatypbl He mpoucxoauT. [Ipu temmeparypax Beime 550°C pediekcsl ucxoaHOU (a3bl
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CTAHOBATCA YK€ NPAKTUYCCKU HCPAZJININMbBIMU, UTO 'OBOPUT O IMOJTHOM IIEPCXOAC 06pa3ua

B KHCJIOPOA-IeDUIUTHYIO (azy.
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z =
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Tenmeparypa, ° C emneparypa, C
Puc.68. Temnepamypuas 3asucumocms na-  Puc.69. Jlannvlie mepmocpasumempuu u
pamempa s1emMeHmapHou adeliku 0opazya PEHM2eHOCMPYKMYPHO20 aHalu3d, Koppe-
cocmasa x=0.2 npu Hazpese 8 6axyyme. 1 —  1ayus usmeHeHul napamempa siemenmap-
ucxoouas gasa, 2 — KUCIopoo-depuyumuasn  HOU AYEUKU U MACCbl 00paA3ya 8 npoyecce
gasza, 2* — oxnasxicoenue 8 saxyyme. Hazpesa 8 8aKyyme.

Ha Puc.69 nokaszaHo cpaBHeHHE XapakTepa IOBEJEHMs pPa3HOCTHU MapaMeTpoOB dJe-
MEHTApHBIX SYE€EK KUCIOPOA-Ae(PUIUTHON U HCXOTHOU (Da3 ¢ TaHHBIMU TEPMOTPaBUMETPHU-
YECKUX M3MEpPEHU B 3aBUCUMOCTHU OT TeMIiepaTypsl HarpeBa. CorjacHO pe3yjbTaTaM aHa-
JM3a XMMHYECKOro cocTaBa o0pa3loB CoJiep KaHHe KUCIOPOJa B HEMPOrPETOM MaTepuase
cocrasisieT ~2.7, nmporpeB B Bakyyme 10 700°C mpuBOAMUT K MOTEPE KUCIOPOJA U KOHEU-
HOMY €r0 COJIep>KaHuI0 Ha ypoBHe ~2.6. Pa3HOCTh mapaMeTpoB pemieTok AByX ¢a3 o0y-
CIIOBJICHA MCKJIIOUUTENIHO BIUSHUEM JePUINTA IO KUCIOPOAY, MOCKOJIBKY, KaK BUIHO U3
Puc.68, k03 HUIMEeHTH TEPMHUYECKOTO pacIInpenus 00enx (a3 o u B uMeroT OIM3KHe 3Ha-
yeHusa. Takum 00pa3oM, MOXKHO 3aKJIIOYUTh, YTO ACPHUIUTOM MO KHCIOpOLy oOiamaer
UMEHHO BTOpas (ha3a, ¥ UMEHHO €€ HaJIMYue OIpeAeNsieT BhIX0Jl KUCIOPOIa U3 CTPYKTYPHI
1 00pa3oBaHHE KHCIOPOJHBIX BaKaHCUH, 00ecreunBas TPaHCIOPT KUCIOPOAa B paccMaT-

PHUBACMBIX HepOBCKI/ITOHOI[O6HI>IX OKCHJax.

5.1.5. O6¢cyxaeHue pe3ynbTaToB.

Pentrenorpaduyeckue nccnegopanus odpasnos SrCog g Fey3;Nb,O55, x=0, 0.1, 0.2,

0.3, IPOrpeThIX IIPU BBICOKOM W HU3KOM IMapHUAJIBHOM HAaBJICHHUW KHCJIOpOAa OO pa3Iny-
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Hbix Temnepatyp oT 20 g0 1000°C u oxJiaXXJ€HHBIX B TE€X € YCJIOBUSX, [TOKa3alIH, YTO J10-
NUPOBAHUE HUOOMEM BBI3BIBAET POCT CTPYKTYPHOU CTAOUIBHOCTH B CpeflaX C HU3KUM Map-
[MaJbHBIM JIaBJIEHUEM Kuciiopoja. B wacTtHocTH, HarpeB oOpa3ua x=0 B BakyyMe IpPHUBO-
JIWIT K TIOJTHOMY TIEPEXOAY B CTPYKTYPY OpayHMUIUIEpUTA C YIOPSIOYEHHBIMA KATHOHHBIMU
BaKaHCHSIMH, TOT/Ia KaK yxe s coctaBa x=0.1 HaOII0qaI0Ch JTHUIIIb OPTOPOMOUIECKOE UC-
Ka)K€HUE dJIeMEeHTapHOU siuerku. [[ns coctaBoB Oosbiueil cteneHu 3amenieHus, x=0.2 u
0.3, 3adukcupoBaHa yuctas ga3za KyOMIECKOTo IMEPOBCKUTA BO BCEM MHTEPBAJIEC TEMIIepa-
Typ ¥ NaplUHaJIbHBIX JAaBJICHUN KUcIopoaa. BaxHol 0COOEHHOCTBIO ATHUX COCTAaBOB MOYKHO
CUMTATh OJM30CTH MAPAMETPOB AJIEMEHTAPHOM STUEHKU MaTEPUAJIOB, HATPETHIX B BAKyyMe U
Ha BO3/JYyXe, YTO 00€CIeUrBAET MANIYIO BEIMYMHY MEXaHUUECKUX HAMPSHKEHUN B MeMOpaHe
Ha TPaHUIIEe pa3jiesia Cpell C BBICOKUM U HU3KUM MaplUajbHBIM JIaBJIEHUEM KHUCIOpO/a.

[IpsiMmoe u3mMepeHne KUCIoOpoJHOTO MOTOKA Yepe3 MEMOpPaHbl U3 MaTEPUAJIOB C pas3-
JMYHOM CTENEHBIO0 3aMEelIeHUs] KOOallbTa HIOOMEM IMPOJIEMOHCTPUPOBAIIO HEMOHOTOHHYIO
3aBUCUMOCTh KHCIIOPOJHOW TPOBOJAMMOCTH MEMOpaHbI OT CTeneHu 3amenieHust X. [ToTok
yepe3 meMOpany ¢ x=0.2 oka3zajcs BbIlIe, 4eM MOTOKHU uepe3 Marepualbl ¢ x=0.1 u x=0.3.
CocraBsl ¢ x=0.2 1 x=0.3 moka3anu BHICOKUH YpOBEHb CTAOMIHLHOCTH IMOTOKA BO BPEMEHH,
u3MeHeHus 3a 15 dacoB pabotel He mpeBbicwin 10%. Takum o00pazoM, cTabuimuzamus
CTPYKTYpPBbI IIEPOBCKHUTA B CpeflaX ¢ BHICOKMM M HM3KUM MapIHaIbHBIM JaBICHUEM KHCIIO-
poJia SIBISIETCSI OHUM U3 OMPEIEISIONX (haKTOPOB, BIUSIONIUX HA KUCIOPOIHYIO TIPOBO-
JTUMOCTb COOTBETCTBYIOIIUX MaTepUaIOB.

[ToBeneHue >HEPrUM aKTUBALMKA KUCIOPOJHON MPOBOAMMOCTH, & TOYHEE, €€ Ipak-
TUYECKOE MOCTOSHCTBO, MO3BOJIIET YTBEPXKAAaTh, YTO TPAHCIIOPT KHUCIOPOAA B CTPYKTYpe
oOecreynBaeTcsl 3a CYET U3MEHEHHS] COCTOSIHUSL KOOallbTa M Kelie3a, pojb HUOOUS 3aKIIo-
YaeTCs B CTAOWJIM3ALUU CTPYKTYPBI IEPOBCKUTA MOCPECTBOM YMEHBIICHUS JUaNla30Ha KU-
CJIOPOJHOTO e(pUInTa 1O BO3AEUCTBUEM PA3TUYHBIX YCIOBHIA.

Ha ocHOBaHMM CTPYKTYpHBIX HMCCIEJOBAHUN C HCIOJIB30BAaHUEM PEHTTEHOBCKOMN
mudpakuu BeICOKOTO paspenienust Ex Situ u BeicokoTemMmepaTypHON peHTreHorpaduu c
MOBBIIIEHHBIM YIJIOBBIM pa3peiieHreM In Situ ycTaHOBIEHO, YTO B UHTEPBAJIE TEMIEPATYP
400-750°C B yClOBHAX HU3KOI'O MaplUaJIbHOTO JIaBJICHUSA KUCJIOPOAA B CTPOHIIMEBOM KO-
OasbTUTE, JOMUPOBAHHOM >KEJIE30M U HUOOMEM CO CTENEHbIO 3aMelIeHus] KoOanbTa HUOOU-
em x=0.2, 0.3, Habmromaercst mosiBieHne (Ppaspl CO CTPYKTYpOHl KyOHMUECKOTO MEPOBCKHUTA,
XapaKTepu3yIoIencs MepeMEeHHbIM COCTaBOM MO kuciopony. Ilpu srom ucxomnas daza

o0nanaer cnabo MEHSIOUIMMCS ¢ TEMIIEPaTypol MPOrpeBa B BaKyyMe KUCIOPOAHBIM COCTa-
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BOM. Paznuuue KuCI0OpOJHOTO cOCTaBa MPOSIBISAETCS B Pa3IMYHOM MOBEJICHUH NTapaMeTpoB
AJIEMEHTApHBIX sUeekK (a3 1o Mepe mporpesa 00pas3IoB B BAKyyMe.

bruzocTe TemmepaTypHBIX TpaHUI 00pa3oBaHUsl BTOPOM (ha3bl IEPOBCKUTA U BBIXO-
Ja Kuciaopoza u3 cTpykTypbl (~400°) MO3BOJMIN YCTAHOBUTH KOPPEIAIUIO MEXKIY HOpMU-
poBaHHEM AePUIUTA IO KUCIOPOAY U TOSIBJICHHEM BTOPOH (ha3bl, H30CTPYKTYPHOU HUCXO/I-
HOM (a3e, HO C YBEITMUCHHBIM [TApaMETPOM dJIeMEHTapHOU sueliku. MccnenoBanus npoiiec-
ca pejakcaluy KHCJIOPOJHOIO COCTaBa IOKAa3alM, YTO IPOLECC BHEAPEHHUs KHCIOpOAa B
CTPYKTYPY KUCIOPOJ-ACPUIUTHON (a3bl MPOUCXOAUT MPU MEHBIIUX XapaKTEPHBIX TeMIIle-
paTypax, ueM o0pa3oBaHHe KUCIOPOA-AKPUIUTHON (Pa3bl U3 UCXOIHOHN (ha3bl KyOUUYECKOTO
MIEPOBCKHUTA.

PaGota BhINOIHEHa COBMECTHO C COTPYIHUKOM JlabopaTopuu 3KOJIOTHYECKOTO Ka-

tanu3a Mucturyra karanmusza CO PAH k.x.H. c.H.c. O.}O.[TogbsiaeBoii (cuHTE3 00PA3IOB).
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5.2. ®aszoBbin cocTaB Ni-Cu KaTannsaTopoB CMHTEe3a a3oT-coaepKaluumx yrre-
poaHbix HaHOBONOKOH (N-YHB) 1 ero uameHeHusi B peakuuu.

B coBpeMeHHBIX TEXHOJIOTHSIX BCE OOJIbIIIEE pACIPOCTPAHEHUE TIOTYUAIOT Pa3TUIHbBIE
YIJIEPOJIHbIE MaTE€pUalibl U KOMIIO3UTHI Ha UX OCHOBE [231; 232]. B uuciie npouux yriepo-
HBIX MaTepHAJIOB MHTEPEC MPEACTABISIOT YTIEPOJHbIE HAHOBOJOKHA M HAHOTPYOKH, HC-
MoJIb3yeMbIe Onarojaps UX YHUKaJIbHBIM CBoWcTBaMm [233; 234] B pa3iauvHBIX 00JaCTIX
MalIMHOCTPOCHHUSI, SHEPTETUKH, ICKTPOHUKHU, XUMHUH, KaTalu3a, 3KoJaoruud u Ap. [ns mo-
nyuennst YHT u YHB pa3zpabotanbl pazHOOOpa3HbIe METO/ABI, B TOM YUCJIE CHHTE3 B DJICK-
TPOJIYTrOBOM pa3psjie, ja3zepHast abisiius, NUPOJIU3 OPraHUYECKUX MPEIIIeCTBEHHUKOB, a
TaKke KaTAIUTHYECKUU MeTol, npeanonaratomuii poct YHT nu YHB Ha karanuzaropax us
ra3zoBoii (a3pl. DTOT METOA 00IaIaeT PSIAOM NMPEUMYILECTB, BKIIIOUAsi BBICOKHM BBIXO]I MTPO-
JIyKTa, BBICOKYIO CEJIEKTUBHOCTh U OTHOCHUTEIIBHO HU3KYIO CTOMMOCTH Mpou3BojacTBa. [lof-
OOpPOM COOTBETCTBYIOIIMX KAaTAJIM3aTOPOB U PEKHUMOB IPOLIECCa MOKHO YIPABISATh XapaK-
TEPUCTUKAMU TOJIy4a€MOTO ITPOIYKTA.

N3BecTHO, 4TO HA KaTaqu3aTtopax, COJAEPKaIlUX *Kejne30 U KoOanbT GOpMUPYIOTCS
npeumyniectBeHHO YHT, Torna kak Ha Hukene 0Opa3yloTcs BOJIOKHA CO CTPYKTYpOHl ThIa
«pBIOBS KOCTB». OTMEYANIOCh TAKXKE, YTO MCIOJIB30BaHUE OMMETANIMYECKUX CHUCTEM B Ka-
yecTBe KaranuszaTopoB, Hanpumep, Fe-Co, Fe-Ni, Ni-Cu u apyrux ¢ pasHbIM COOTHOIIECHU-
€M KOMIIOHEHTOB, BEJIET K MOBBIIICHUIO UX AKTUBHOCTH U CTAOMJIBHOCTH.

CornacHo OOIIEPUHSATHIM COBPEMEHHBIM MpECTaBICHUIM, MexaHu3M pocta YHB u
YHT Brrouaer B ce0s cienyroniue ctaann: 1) pa3okeHne Ha TTOBEPXHOCTH KaTalln3aTopa
YIIEpOA-COAEPKAINX MOJIEKYJ MPEIIIeCTBEHHUKAa C 00pa30BaHHEM aJcOpOMpPOBAHHBIX
aTOMOB yTIJIepoJia; 2) pacTBOPEHHE aTOMOB YIJiepoJia B 00beMe YaCTHUIIbl KaTalu3aTopa U uxX
muddy3ust BriryOb yacTuibl; 3) ¢popmupoBanue 3apoabima u poct YHB. Mmeer mecto Tak-
K€ TMOBEPXHOCTHASI MUTpAIUsi aTOMOB YIJIepoJia, PUYEeM COOTHOIIEHHE CKOpOCcTel 00bheM-
HOW W MOBEPXHOCTHOU MU Py3un OnpenenstoT BHYTPEHHIOI CTPYKTYPY YIIIEPOTHOTO Ha-
HOBOJIOKHA M OKa3bIBAa€T BIUSHHUE Ha BpeMs XU3HU KaTanusaropa. Eciu ckopocTs moBepx-
HOCTHOU U] y3un CIUITKOM Maya, YaCTHUIIA MTOKPBIBAECTCS CIOEM IpaUTONOI00HOTO YT-
Jepoja, KOTOPbII MepeKpbIBaeT AOCTYN PEareHTOB U3 ra3oBoil ¢a3bl K MOBEPXHOCTH KaTa-
JM3aTOpa U BBI3BIBAET €r0 J1€3aKTUBALIUIO.

PactBopenue yriiepojia B 4aCTHIlE KaTaIu3aTopa MPOUCXOTUT IO KapOUTHOMY ITUKITY
[235], npennonararonieMy oOpa3oBaHie KapOHUI0B BHEIPEHUS, aTOMbI YIIIEpoJa B KOTOPBIX

pacIoyIaratloTCsi B OKTad3IpUYECKUX BAKAHCHUAX B PETYJSIPHOM IUIOTHOYNAKOBAHHOM CTPYK-
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Type Metasia. CBOMCTBa TakKuX KapOUJIOB 3aBUCAT OT COOTHOIIEHHUSI Pa3MEPOB aTOMOB Me-
Tajuia u yriepozaa. Eciu pasmepsl aToMOB MeTaiia MeHblle kputudeckoro 0.13 HM, kak 3To
uMeeT MecTo B ciryyae kenesa (0.126 am), kobansta (0.125 M) u Hukens (0.124 um), BHe-
JPEHHE aTOMOB yTJepoja BhI3bIBACT UCKAXKEHUE KPUCTAIIIMYECKOM pelieTky, o0pa3yromuue-
csl KapOUJIbI SIBJIAIOTCS METACTAOMIIBHBIMU M MOTYT CYIIIECTBOBATh TOJIBKO B YCJIOBUSIX pe-
aKI1H, T.€. HEMPEPBIBHOTO MOJBOJA U OTBOJIAa YIJIEpOJa U SIHEPTUU. ATOMBI yriaepoja B pe-
MIETKE TAaKUX KapOWIOB HETIOCPEACTBEHHO B3aWMOJCUCTBYIOT JPYT C JAPYrOM U 00pasyroT
cnabo cBsI3aHHBIE LIEMU B UCKaXKEHHOM penieTke MeTtauioB. Hannuue Takux neneit odecre-
YUBaeT «3CcTa(eTHbI» MexaHu3M Au(dy3uu yriepoja, Korja BBeJCHHE aToMa yriepojaa B
OJIMH KOHEIl IEMU MPUBOJUT K BHITAIKMBAHUIO YIJIEPOJHOTO aTOMa Ha JPYTOM €€ KOHIIE.
Takum o0Opa3zoM, mpenmnonaraercsi, 4To oOpazoBaHUe KapOuaa SIBISETCS MPOMEKYTOYHOU
craguent pocra YHB.

C npyroii CTOpOHBI, B psifie pabOT BBICKA3bIBAIOTCS COMHEHUS B (JOPMUPOBAHHUH Kap-
OMIOB M UX y4acTHH B Ipoiiecce cuHte3a Y HB u yTBepkaaeTcs, 4To paCTBOPEHHUE YTIIEpO-
na B 00beMe YacTHIIbl KaTalu3aTopa MpoucxoauT 0e3 oopa3zoBaHus kapouaa merasmia [236—
239]. Kapbun peructpupyercss peHTreHOrpaguuecku MpH UCCIeI0BaHUU 00pa3IoB Mociie
pEeaKIMM, OJTHAKO SKCIIepUMEHTHI In Situ MOKa3bIBaIOT yBEJIMUECHHE TapaMeTpa PEIIeTKH Me-
Tajyla BCIEACTBUE HACBILEHUS €ro yriepoJaoM, HO (a3bl KapOuaa mpu 3TOM He HaOIrofa-
J0¢h [239].

Kpome coOCTBEHHO yriepoAHbIX HAHOBOJOKOH M HAHOTPYOOK MPaKTUYECKUW HHTE-
pec IPEeICTABISIIOT MaTepuajbl HA OCHOBE Yriiepojia ¢ BBEJCHHBIMU JIONIAHTAMH, B YACTHO-
CTH, a30T-COZAEpIKalllMe YIJIEPOAHbIE MaTepuaibl. B CTpykType Takux MaTepHalloB 4acTb
aTOMOB yTrJiepoJia B TpaUTOBBIX CETKaX 3aMellleHa aroMamu azota. MoauduumupoBaHHbIe
TakuM 00pazom HaHoBoJokHa W HaHOTPYOku (N-YHB m N-YHT) oGnanator psoom oco-
o6enHocte o cpaBHenwuto ¢ uncTeiMu YHB u YHT [240; 241]. B nutepaTtype npencraiie-
HbI OTpaHUYEHHBIE CBEJICHUS 0 MeXaHu3Me oOpa3zoBaHus a3or-cogepxkamux YHB u YHT, u
B OCOOEHHOCTU O COCTOSIHMM KaTaJlu3aTOpPOB B 3TUX Mpoleccax. [Ipenmnonaraercs, 4to me-
xaHu3M (opmupoBanuss N-YHB u N-VHT ananornyen mexanusmy oOpa3oBaHHS HEMOJIH-
(GbuIMPOBAHHBIX MATEPUAJIOB, IPUYEM MOSBIIAIONIMECS MPU PA3JI0KEHUU a30T-COJIEPIKAILETO
IpelIeCTBEHHUKA aTOMBI a30Ta, KaK U aTOMBI yriepojaa, 1upPyHaIupyroT 0 NOBEPXHOCTH
WM 00beMy KaTaju3aTopa U BCTPAUBAIOTCS B CTPYKTYPY YIJIEPOJHOTO BOJIOKHA B BHUJE Je-
¢dexToB B rpaduTOBBIX ceTKax. PaccmarpuBaercss BO3MOKHOCTh 00pa30BaHUsl TOBEPXHOCT-

Horo HuTpuaa Ni;N wim ancopbupoBaHHOro azora [242; 243], mpensTCTBYIOUIETO MOBEPX-
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HOCTHOW MU y3un yriepoaa U TeM CaMbIM YBEIWYHMBAIOIIETO OTHOCHUTEIBHYIO CKOPOCTD
o6beMHON Tuddy3un yriaepoa yepe3 KaTaTuTHIeCKyto yacTuily [244; 245]. Ilpennaraercs
takoke Nitrogen Enhancement mexanusm [242], npennonararoniuii 3aMme1JIeHle NacCUBALIMU
KaTaJUTHUYEeCKOW YaCTHUIIbl YIJIEPOJHBIM MHKAICYJIUPOBAHUEM BCIEICTBUE 00pa30BaHUs Ha
YacTHUIAX TOBEPXHOCTHOI'O HUTPUIA.

HenocraTok cBeaeHuil 0 Xapakrepe MOBEACHUS KaTaau3aropa B IPOLIECCE PEaKLNU
oOpazoBanusi N-YHB ctumynupoBasl IpoBeieHHE IKCIIEPUMEHTAIBHBIX UCCIEA0BAHUN CO-
CTOSIHUS KaTaJIMTUYECKUX YacTull Kak nocie cuHte3a N-YHB, Tak n HenocpencTBeHHO B
YCJIOBUSIX KaTaJIMTUYECKOW peakuu. bbljio yCTaHOBIIEHO, YTO MEAHO-HUKEIEBbIN KaTaJIn3a-
Top HOMUHaJIbHOro coctaBa 65Ni-25Cu-10A1,03 neMOHCTpUpYET HAaMIydIlIUE XapaKTepH-
CTUKH C TOYKHU 3peHHs dddexktuBHOCTH pocta N-YHB u cTabunbHOCTH B peaKIIMOHHOM
cpene [246]. [lokazano, 4To TemmnepaTypa npolecca, €ro NpoAoKUTEILHOCTh U KOJIUYECT-
BeHHbI cocTtaB cmecu C,H,/NHj; sABIAIOTCS KPUTMUECKMMM IapaMeTpaMy M OKa3bIBAIOT
BiusHME Ha cTpyKTypy N-YHB, ux tekcrypy, Ha coaepkaHue a30Ta U pacupeneeHue a3o-
Ta ¥ YIJepoja Mo AJIEKTPOHHBIM COCTOSHUSIM. ONTUMaIbHBIMU YCIOBUSIMH CHHTE3a, IIPU
KOTOPBIX BCE (PUBMKO-XUMHUYECKUE XAPAKTEPUCTUKU MPOAYKTA JOCTUTAIOT MaKCUMAaJIbHBIX
3HauUeHUH, npenacrasistorcs temneparypa 550°C u npoIoJKUTENBHOCTD Npoliecca ~1 yaca.
[Ipu sTom cooTHOomeHne C/N B HCXOAHOM CMECH MOKET BapbUPOBATHCA B IIMPOKUX IpeLe-
nax. IlomydenHple TakuM 00pa3oM SMIUPUYECKUE JAaHHBIC IODKHBI OBITH OOOCHOBAHBI
JaHHBIMU (PU3UKO-XMMHUYECKHX METO/JO0B MCCIEAOBAHMS, YTO W SIBISUIOCH LENbI0 JaHHOU

paboTHhL.

5.2.1. NocTaHOBKa 3agaun
CepI/II/I O6p33HOB KaTaJIM3aTOpPOB Pa3JIMIHOIO COCTaBa 6BIJ'II/I HCIIbITAHbI B pPCAKIUU

Pa3IoKEHUS dTUIICH-aMMHAAYHOM CMECH WM MOJABEPTHYTHI TIIATEIBHOMY aHAJIU3y C IPUBIIE-
YEHHUEM pa3JINYHbIX (U3MKO-XUMHUYECKMX METOAOB HccienoBaHus. [lo pesynbraTtam 3Toi
paboThI OBLIM OMpeAeNeHbl ONTUMAIIBHBIA AJIEMEHTHBIN COCTAaB KaTalu3aTopa U PEKUM Ka-
TAIATUIECKON peakuuu. JlanpHeiimee yriayOJIeHHOe HCCIeI0BaHUe MPOLECCOB cuHTe3a N-
YHB npoBoaniocs ¢ UCHOAB30BaHUEM HUMEHHO 00pa3la ONTHUMalbHOro cocraBa. I[loMumo
AIIEKTPOHHOM MHUKPOCKOMHHU BbICOKOTO paspemienus (OMBP) u pentrenoBckoil poToanex-
TpoHHOU crnekTpockonuu (POIC) OCHOBHBIMM METOJIaMHU MCCIEI0BaHUS ObUIN BBIOPAHBI
PEHTTeHOBCKasg AU(PPAKTOMETPHS NMPU HOPMAJIBHBIX YCIOBHSX JJISl TUATHOCTUKH KaTaaH3a-

TOPOB 0 M IIOCJIC OMNPCACIICHHOTO BPpEMCHU, IIPOBCACHHOI'O B PCAKIIMH, U PCHTI'CHOBCKAA
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BBICOKOTeMITepaTypHast nudpakromerpus In Situ HEMOCPEACTBEHHO B YCIOBHSIX PEAKIIUOH-
HOU Cpelbl.

[Tpu mpoBeneHNN MpEABAPUTEIBHBIX PEHTTEHOAU(PPAKIIMOHHBIX HUCCIEIOBAHUNA HC-
XOJIHBIX 00pa3loB W 00pa3loB IMOCHE PeaKkly, BBIIOJHEHHBIX Ha J1a0OpaTOpHOM AUQpaK-
TOMETpe, ObLT0 0OHAPYKEHO, UTO 00pa3ell, N3HAYAIBHO MPEACTABIISIONINIA cO00# AByxX(da3-
HYI0 cucTemy, coctosiiyio u3 Ni- u Cu-000raiieHHbIX CIUIaBOB, YK€ MOcie NEPBBIX 15 Mu-
HYT, TPOBEJICHHBIX B YCIIOBUSAX PEAKIMH, MPEICTABISETCS COCTOSIINM M3 OJHOW (a3wl ¢
KyOMUYeCKOW CTPYKTYpOH M MapaMeTpoM 3JIEMEHTAapHOM SYEHKH, MPEBBIIIAIONIUM MapaMeT-
pBI siYEHWKHM YHCThIX Menu U Hukens. Kpome peduiekcoB ¢asbl kataauzatopa Ha pEeHTICHO-
rpaMMax 00pa3IoB IMOCIE PEAKIUH MPUCYTCTBYET MHTEHCUBHBIN pedIIeKC, COOTBETCTBYIO-
i MeXIIockocTHOMY paccrosiauio (002) yrieposa, CBUIETEILCTBYIOMMK 00 00pa3oBa-
HUU TPOJYKTa, a TAKXKE JAPyrHe MEHee MHTCHCHBHBIC pedIeKchl yriepoaa. AHAIN3 TOJI0-
XKEHUN NU(PpaKIMOHHBIX MAaKCUMYMOB U, CJI€0BaTEIbHO, TapaMeTpa 3JIEMEHTApHOU syeil-
KM KaTaJIu3aTOPOB MOKa3aj]l HEMOHOTOHHOE UX U3MEHEHUE CO BPEMEHEM PEaKINH, HauYnHas
¢ 15-munyTHOrO 00Opasma. B cOOTBETCTBUU C MOJYYEHHBIMHU pe3yJibTaTaMu ObLIO ClIeJIaHO
NPENIoJIOKEeHHE, YTO B YCIOBUAX peaklMM B KaTanuzatope Gopmupyercs ¢aza, YCIOBHO
obosnauaemas kak NiCu,C,N,, BKIIO9aronas MeJHO-HUKEIEBbIA CIUIAaB, HACHIICHHBIA yT-
JaepoAoM H azoToM. Jjis Toro 4toObl MOJYYUTh JIeTalbHYI0 MH(pOpMaluio 06 0O0pa3oBaB-
meiicst (haze, mporecce ee oOpa3oBaHUs U €€ poiu B peakiuu cuate3a N-YHB Obuto mpe-
JIO’)KEHO MPOBECTH CEPUI0 PEHTICHOAU(PPAKIIMOHHBIX SKCIEPUMEHTOB HA CHHXPOTPOHHOM
U3ITydeHUr: 1) IKCIIEPUMEHTHI ¢ MCIOIb30BaHuEeM 3(PdeKrra pe30HaHCHOTO (aHOMAJIBLHOTO)
paccesiHus 1Sl IPEIM3MOHHOIO OIpeesieHus: (a30BOro COCTaBa KaTajlu3aTopa U ero u3Mme-
HEHUSI CO BPEMEHEM peakiuu; 2) SKCIEPUMEHTHI C Pa3pellieHueM MO0 BPEMEHU B YCIOBUSX
BBICOKOW TeMIIepaTyphl U PEAKIIMOHHOW CPENbl IS BBISBICHUS 0COOEHHOCTEH (OopMUPOBa-
aus pasel NiCu,CyN, Ha HaUaIBHBIX STaNax PEakUK U €€ DBOJIIOLUH B IPOLECCE PEAKIIMH,
a TaKXKe BJIMSIHUS U3MEHEHUM TeMNEepaTyphl U COCTaBa PEAKLIMOHHONW CMECH HAa COCTOSIHHE

KaTajinu3aropa.

5.2.2. O6pa3uybl Ana nccnegoBaHusA
Meramnueckuid KaTanu3aTrop, cojaepxamniuii 65 Bec. % nHukens, 25 Bec. % menu u 10

BeC. % okcua allOMUHHUSA ObUI IPUTOTOBJIEH METOJOM COOCaXIE€HUS U3 BOAHOIO PacTBOpPa
A30THOKHCIIBIX cosiel BoJHbIM pacTBopoM NaOH [247; 248]. YacTh NpUTrOTOBIEHHOIO Ka-

TaJMn3aTopa OblIa MCIOJIL30BaHa JIA TIOJIYYCHUA CCPUUN O6p33HOB C Pa3JIMYHbIM BPCMCHCM
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HaxXOoXJAeHUs B peakuuu npu temieparype 550°C B cpene 3THIEH-aMMUAYHOW CMECH CO-
craBa 75%C,H4/25%NH;, ¢ Apyroil 4acThi0 MPOBOJUINA SKCIEPUMEHTHI 110 PEHTI€HOBCKOM
mudpakuuy In Situ HeMOCPEACTBEHHO B YCIOBUSAX PEAKIMH IPU PA3IUYHBIX TEMIIEpaTypax

H COCTaBaX Ia30BbLIX CPCH.

5.2.3. OkcnepumeHT EX Situ: geTanbHbIM ha3oBbIN aHanNu3
DKCIEpUMEHTHI 110 PEHTTEHOAU(PPAKIIMOHHOMY HUCCIEAOBAHUIO 00PA3IOB C HCIIOIb-

30BaHHEM (P ¢eKTa pe30HAHCHOTO PACCEsTHUS OBbLIU BHITIOJHEHBI HA CTAHIIUU «AHOMaJIbHOE
Paccesaune» B CLICTU [249]. [Tonydens! nanubie ais cepuu oopasmnoB Ni-Cu-Al katanmza-
topoB cuHTe3a N-YHB ucxonnoro, nocine 15, 30, 60 munyT u 20 4acoB peakiuu pasyioxke-
HUA 3TWICH-aMMuadHoi cMecu coctaBa 75%C,H4/25%NH; nipu 550°C B mpoToyHOM KBap-
[IEBOM PEaKTOpe C MCEeBIO0KIKEHHBIM cioeM. llepen mpoBeneHneM peakiuu cuHTe3a N-
YHB nns ymaneHus ¢ MOBEPXHOCTH KaTalM3aTopa afcopOMpPOBAHHOTO KHUCIOPOJa B peak-
TOp TIpH paboueil Temreparype MmojaaBajid BOAOPOJ B TeYeHHE 15 MHUHYT, 3aT€M MOTOK Tie-
PEKITIOYaIH Ha PEaKIMOHHYIO CMECh.

DddexT aHoMaTBHOTO pacCessHUS 3aKIII0YASTCS B CEJICKTUBHOM M3MEHEHHH (hakTopa
paccesiHusl aTOMOB ONPENEICHHOTO0 XMMUYECKOro 3JeMEHTa MpHU NPUOIMKEHUH YHEPrUH
MaJAI0IIEero U3TyUYeHHs] K SHEPIHH Kpasi MOTJIOUIEHUS 3TOro 3emMeHTa. DakTop paccesHus
aTOMa C Y4€TOM 3aBUCAIIUX OT YJHEPTHH JIUCIIEPCUOHHBIX MOMPABOK UMEET BUI:

f(s,E)= f,(s)+ A (E)+iAf"(E), (5.2.1)
rae f,(s) - He 3aBHCSIIAsl OT YHEPTUH YacTh (pakropa paccesaust, Af(E) u Af"(E) - neict-
BUTEIbHAS U MHUMAs JUCTIEPCHOHHBIC TOTPaBKU. B ob6nactu sHepruii POTOHOB HUXKE Kpas
NOTJIOLIEHUS (PHEPTUU MOHM3AIUU 1S-ypOBHS) CYIECTBEHHYIO POJIb UTPAET JEHCTBUTEIb-
Hasl YacTh JUCIIEPCUOHHON TMOIMpPAaBKH, TOT/Ia KaK MHHUMAsi 4acTh OJM3Ka K HYJIIO U PE3KO
BO3pacTaeT MpH MEepPexoJie PHEPru HU3IYYeHHUS 3a Kpail MOTJIOIIEHUsS JAHHOTO 3JeMEHTA.
Eciii MHTEHCUBHOCTH pacCessHUS MOYYeHBI Ha PHEPTUSX BOJIW3HM M BIATU OT Kpas IMOTIIO-
IICHUS CO CTOPOHBI HHU3KUX dHepruil (0e3 yduera Af”(E)), pa3sHHIIAa MHTCHCUBHOCTH M-
(paKIMOHHBIX MAKCUMYMOB BBbIpaxaeTcs (OpMyJIIOi:

Al =1(E))—I(E,)=24AF) fe "), (5.2.2)

rac Afa, - ICUCTBUTEIIbHAS 4YaCTh HHCHCpCHOHHOﬁ MOIIpaBKH HJId PE30OHAHCHO paCCCUBAIO-

Iero aToMa, f, - (haKTOPBI pacCcestHUsI aTOMOB, BXOSIINX B CTPYKTYPY, X, - KOOPAWHATHI
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aTOMOB B 3JIeMEHTapHOU siueiike. CyMMHUpOBaHME BEIETCS MO BCeM aToMmaM B sueiike. Ta-
KUM 00pa3oM, pa3HOCTHAs HHTEHCUBHOCTh paccesiHus HeceT MHPOPMAIUIO O TOM YacTH HC-
ciemyeMoro oopasiia, KoTopasi COACPKUT PE30HAHCHO PAaCCEUBAIOIINE ATOMBI.

JleTanbHbIN (Ha30BBIM aHATU3 B Clydae ABYXKOMIIOHEHTHON METAINIMYECKOW CHUCTe-
MBI COCTOUT B M3MEPEHUM MHTCHCHUBHOCTEH NH(PPAKIMOHHBIX JIMHWA BOJIU3M W BAAIU OT
KpaeB IMOIJIOUIEHUS AJIEMEHTOB, BXOJSIIUX B CHUCTEMY, U MOJYYEHUU Pa3HOCTHBIX HNHTEH-
cuBHocteit [108]. [Ipu 3TOM OXKUIaeTCs, 4TO MONOKEHUS TU(PPAKIIMOHHBIX MAKCHMYMOB B
IIKaJIe BEKTOPOB paccesHusi 2sin®/A Ha JIByX Pa3HOCTHBIX PEHTI€HOrpaMMax B 00JaCTIX
KpaeB TMOTJIOMIEHUSI JBYX AJIEMEHTOB OYAyT COBMIAAaTh, €CIM 3TH DJIEMEHTHI 00pa3yroT
CIUIaB, T.e. B 0Opasiie mMeercs onHa (asza, mpeacTaBisomas co00il Heymopsa0YeHHBIH
TBEP/IbIil paCTBOP OJHOrO MeTajuia B ApyroM. Eciin ke MooKeHUsI MAaKCUMYMOB Ha Pa3HO-
CTHBIX PEHTTEHOTPAMMax B PE30HAHCHBIX OOJACTSIX PAa3HBIX JEMEHTOB OYIyT Pa3JIMYHBI,
MOKHO YTBEp:K/aTh, 4YTO B 00Opasiie MPUCYTCTBYIOT JBE UHAWBHAYalIbHbIE ()a3bl METAIOB.
Takum oOpazoM, TuPaKIMOHHBIE YKCIIEPUMEHTHI C HCIIONh30BaHUEM AP (deKTa pe30HaHC-
HOT'O paccessHus MOTYT JIaTh yriyOlIeHHY0 HHpopMaIuio o (ha30BOM COCTaBe KaTajau3aTopa
B 3aBUCUMOCTH OT BPEMEHH, IPOBEAECHHOTO B PEAKIIWH.

[To maHHBIM HEPE30HAHCHOW PEHTICHOBCKOW MU(pakinu, UCXOIHBIN o0Opa3ell Kara-
JU3aTopa COCTOUT W3 (Da3bl HUKENS C MapaMeTpoM dJIeMEHTapHOU sueiiku ayn;=0.35403(5)
HM U ($a3pl Meau ¢ mapaMmeTpoM dc,=0.36050(5) HM. DTH 3HAYCHHS] HE3HAYUTEIHLHO OTIIH-
4aroTcs OT 3HAYCHUH, IPUBEJICHHBIX B 0a3e MaHHBIX mopouikoBoi nudpakiuun ICDD PDF-2
s Hukens an;(ICDD PDF-2 No.4-850)=0.35238 am u mis meau ac,(ICDD PDF-2 No.4-
836)=0.3615 HM, 4TO TOBOPUT O YACTUYHOM PACTBOPEHUM METAILIOB APYT B JApyre. OLeHKH
KOJINYECTBA PACTBOPEHHBIX METAJUIOB IO U3MEHEHHIO MAapaMETPOB JJIEMEHTAPHOM SYEHUKHU
JAIOT HOMHWHAIBHBIN (ha30BbI cocTaB HMcxomHOro obpasma Nipg;Cug s Ui HUKEThb-
oboramenHoro u Cugg3Nig o7 A7 Meab-oboramnieHHoro cruiaBo. Ha Puc.70 npencraBiens
0030pHBIC PEHTTEHOTPAMMBI Ceprur 00pa3llOB METHO HUKEJIEBOTO KaTalnu3aropa B IIIKaJe
BEKTOPOB PACCESHUS IPU pa3HbIX BpEeMEHax B peakuuu, Ha Puc.71 — 3aBucumocTts napa-
METPOB IEMEHTAPHOM SYEHKM KaTaau3aropa OT BpeMeHH peakuuu. Ha peHTreHorpammax
Ha0JIt0/1aeTCs MOSIBJICHUE U YBEITMUCHHE CO BpEMEHEM peakiuu pediiekcoB rpadura, CBUIE-
TENHCTBYIOINIECE O HAKOTUICHUH TPOAYKTA, U MaJeHUE NHTEHCUBHOCTHU Pe(IICKCOB KaTalln3a-
TOpa BCJEACTBHE pa30aBIeHUsI CUCTEMBI HAPAOOTAaHHBIM YTIIEPOIOM.

DKCIEpUMEHThI C MCIOJIb30BaHUEM 3(P¢eKTa pPe30HAHCHOTO paccesiHus ObLIM BbI-
MOJIHEHBI HA YETHIPEX YHEPTUAX U3IYUYEHUS — BAAIU OT K-KpaeB MOTJIONIEHUSI MEAU U HUKE-
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751 (B HEpE30HAHCHOM 00acTn), BOM3U K-Kpasi IOTJIONICHUS] HUKEIIs, BIajau ot K-kpas 1mo-
TJIOLIEHMSI MeU (HO BBILIE Kpasi MOIJIOIEHUS HUKeJIsA) ¥ BOIM3U K-Kpast MOTJIOLIeHNUs MEHU.
B Tabnune 10 mpuBeneHsl 3Ha4eHHS PaOOUMX SHEPTHHA H3ITydEHUS, COOTBETCTBYIOIINX
JUIMH BOJIH W3JIyY€HUs W BEJIMYUHBI JCHCTBUTEIBHOM M MHHUMOM 4YacTed IHUCIIEPCUOHHBIX
NONPABOK. DKCIEPUMEHT C 3HEPrHel BJIajdu OT pPE30HAaHCAa MEAM, HO BBILIE Kpasl MOIJIOIIE-
HUSI HUKeJsl He00X0AMMO OBbLIO MPOBECTH JUIS y4eTa BO3POCILEro IOMIIOMIEHUS U3IyYeHUs
atomamu HuUKenss. HecMoTpst Ha TO, UTO (hIyopecHeHTHOEe M3TYyYeHHE HUKENs Ha paboumx
sHeprusx Bbiule K-kpas nornomeHus Ni MoJaBiIsuloch YCTaHOBJIEHHBIM IEpE]] 1€TEKTOPOM
KPHUCTANIOM-aHAIM3aTOPOM M HE IOMajajgo B JETEKTOpP, 3acBeUMBaeMblii 00beM 00pasua
CYIIECTBEHHO YMEHBINAJICS 10 CPAaBHEHHIO C 3aCBEUYMBAEMBIM 00BEMOM IpH paboTe BIAIH
OT PE30HAHCHBIX O0JIacTeil 00OUX 3JIEMEHTOB BCJIEJICTBUE MHTEHCUBHOIO IOTJIOLICHUS W3-
Jdy4yeHus npeodnasariiyuM B oOpa3le HukesleM. IHbIMU ClI0BaMHM, B 3TOM CJyyae BEJIMYMHA
MHHUMOM 4acTH JAMCIEPCUOHHOMN IOIpPAaBKU AJIsl HUKENs Obljla OJMHAKOBOM JJIS ABYX 3HEp-
Ui, @ U3MEHSJIACh TOJIBKO JACUCTBUTEIBHAs 4acThb JUCIEPCUOHHOM ITOIPAaBKU ISl MEIU
(Puc.72), nosromy npu HOJIYyYEHUH PA3HOCTHOW MHTEHCUBHOCTHU HE MOTPEOOBAJIOCH KOp-
PEKTUPOBKHU Ha MOIVIOLICHUE U3TYYEHUS HUKEIIEM.

Taobnuya 10. Pabouue suepeuu uznyyenus, coomeemcmeyoujue ONUHbl 60JH U 3HAUEHUs
oucnepcuonnvix nonpasox Af’(E) u Af”(E) [250; 251].

Ne | Dueprus E, k2B Jmana Bonwwl | Afy (E), | AfL(E), | Afv(E), | AfL(E),
A, oM 1.1l 1.1l I1.e1l. I1.e1.

1 | 8.193 k3B (NiKsg-1405B) | 0.15132 -3.89 2.2 0.49 0.57

2 | 8318 k3B (NiKxg—15 3B) 0.14905 -6.08 -2.33 0.48 0.55

3 | 8.824 k3B (CuKxg—1553B) | 0.14050 -2.07 -3.7 3.52 0.50

4 | 8.964 k3B (CuKpg—-153B) | 0.13831 -1.71 -6.06 3.4 0.48

E(NiKx ) = 8.333 0B, A = 0.14878 1m
E(CuK,g) =8.979 k3B, A = 0.13808 um
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Puc.70. O630pnvie penmeenocpammul cepuu 00pa3yo8 Npu pasHvlX 8PEMEHAX PeaKyul.
Temnepamypa 550°C, cocmae cmecu 75%C,H /25%NH ;.
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Puc.71. Hamenenue napamempos snemenmapHou aueuxu Ni-oboeawennozo u Cu-
0002a1eHH020 CNAABO8 CO BPEMEHEM PeaKyuu.

Kax Buano u3 Tabmuusl 10, pa3Huia 1eHCTBUTENbHBIX YaCTeH AUCIEPCUOHHBIX IO-
MIPABOK Ha DHEPTUSAX BOIHM3W W BJIATU OT COOTBETCTBYIOIIETO PE30HAHCA HE MPEBBIIIACT 3
I1.€/l., T.€. OTHOCUTENIbHOE M3MEHEHHE (PAKTOPOB paccessHUsl MPU U3MEHEHUU HSHEPTUU CO-
craBisieT ~10% B Manbix yriaax audpakiuu u pacter ¢ ypennueHueM yria. CoriacHo Ghop-
myne (5.2.2), 1uisi YMCTOr0 METala OTHOCUTENIbHOE U3MEHEHHE UHTEHCUBHOCTU pedIeKCcoB
OyZIeT TOro *e MmopsijKka, HO, YUYUThIBasi KOHIEHTpaIMI0 MeTalia B oopasue (~50% st Hu-
KeJisl), B CPEIHUX yriaX AUQPaKINU HE MPEBBICUT 3HAUYCHUS S5-7%. DTa BeIMYMHA MOXKET
OBITh HAZEKHO 3apETrUCTPUpPOBaAHA, M XOTS JUIsl KOJIMYECTBEHHBIX M3MEPEHHI OHa ellBa Jiu
OyJeT mpUrojHa, Ho /il KAUeCTBEHHBIX OLIEHOK €€ BIOJIHE JIOCTATOYHO.

Ha Puc.73 npexacraBienbl pparMeHTbl HEPE30HAHCHON PEHTTEHOTPAaMMBbI U pa3HOCT-
HBIX PEHTTC€HOTPAMM B PE30HAHCHBIX O0JIACTSAX HHUKENS U Meau. Ha pasHOCTHOW peHTreHO-
rpaMMe XOpOIIO BHJIHBI MaKCUMYMBI, COOTBeTCTBYIome pedaekcam 111 u 200 Huxens,

IMMOJIOKCHUEC UX COBIAAACT C IMOJOKCHUEM COOTBCTCTBYIOIIUX pe(l)HeKCOB HUKCJIA Ha HEPC-
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30HAHCHOM PEHTTEHOrPAMME B IIIKaj€ BEKTOPOB paCCesHMs, a 3HAUCHHE aMIUTUTYAbl CO-
ctaBisieT ~10% MHTEHCHUBHOCTEN pedIIeKCOB Ha HEPE30OHAHCHOW PEHTTEHOTrpamMMe, YTO CO-
rJ1acyeTcs ¢ MPUBEICHHBIMU BBIIIE OIIEHKAMU i1 UCXOAHOro obpasua. Kak u oxunanocs,
KOHTPACT Pa3HOCTHON PEHTT€HOTPaMMBbI B PE30HAHCHOM 00JacTH MEJIU CYILIECTBEHHO HUXKE,
BO-TIEPBBIX, U3-3a2 MEHBIIEH KOHILIEHTPALUU MEIU B 00pa3lle, a BO-BTOPBIX, U3-3a CHIIBHOTO
MOTJIOLIECHUS U3JIyYeHHs] HUKEJIEM U, KaK CJIe/ICTBUE, YMEHBIICHHS 3aCBEYUBAEMOro 00be-
Mma. Tem He MeHee, pa3TUINMbl MAKCHMYMBI Ha Pa3HOCTHOM TIpoduiie B pe30HAHCHOU 00-
JIACTU MEJH, KOTOphle COOTBETCTBYIOT peduiekcam 111 u 200 Meap-o60rameHHoro criasa.

OHCHI/ITI) HUX aMIUIUTyaAy BBUIY ciaboro KOHTpacTa MpeaACTaBJIACTCA 3aTPYAHUTCIIbHBIM.

44 ——Nj
' Cu
|
2- Af
0 1 OHeprua poToHOoB, 3B
L ' L ' L ' L ' L ' L ' L ' L
- 8200 8400 8600 8800 9000 9200 9400 _

[ucnepcunoHHble nonpasku Af u Af', an.eq.

i E1=8.193 koB E3=8.824 koB
-12 4
14 4 E2=8.318 koB E,=8.964 kaB

Puc.72. JJucnepcuonnvie nonpagxu Kk (pakmopam pacceanus HuKeas u Meou, paccyuma-
Hble no memoody Kpomepa-Jlubepmana [166] ¢ ucnonvsosanuem npoepammer DISPANO

[250].
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McxogHbin obpasel, Hepe3oHaHCHbIN Npodunb

80 - PasHocTHbIV npodhunb B6nM3n kpas nornoweHuns Ni
j PasHocTHbIV npodhunb B6nM3n kpas nornoweHuns Cu
70 - Ni(1n1 1)
. 60+
oL .
Q
T 50+ Cu(111)
-
o . .
£“ 40 - Ni(200)
(&)
o T Cu(200
5 30-
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S .
o 20-
=
T
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]
4.0 45 5.0 55 6.0
S=2sin®/\, HM'

Puc.73. pacmenmol penmeenocpammsi UcCX0OHO20 KAMAIU3AMOPA HA IHEPSUU U3ITY-
yeHusi 80anu om pe30oHaHcHulx IHepeutl Huxens u meou E=8.193 k3B (NiK, p—140 5B,
A=0.15132 nm) u pasnocmuwle unmencuenocmu Ha snepeusx 6 oonacmu Niu Cu K-
Kpaes noioujeHusl.
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Puc.74. Pasnocmusie penmeeHocpammsl 00pasyos 8 pe3onancHot obnacmu Ni.

Cu(1

60 -

i

50-

40-

%

11) Cu(200)

A AN AN M1 200 MK

304

204

NHTEHCUBHOCTb, OTH.ef,.

104

0-

W60 MWH

M\~ WA WA S0 MUH

W MWl 5 MUH

MWl | CX O HBIV

40 42 44 46 48 50 52 54 56 5.8

2sin®/A, Hm

1
6.0

Puc.75. Paznocmuvie penmeenozpammul 00pasyos  pezonanchou oonacmu Cu.
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Jlanee, pa3HOCTHBIE PEHTIC€HOIPAMMBI BCEX HCCIIEIOBAHHBIX OOpa3lOB B PE30HAHC-
HBIX 00JIacTSIX HUKENSI U MeIu TpeacTaBieHsl Ha Puc.74 u Puc.75. B nepByro ouepens He-
00XOAMMO OTMETHTH, YTO WHTEHCHBHOCTH pe(IeKcoB (ha3bl, YCIOBHO 00O3HAUEHHOW Kak
NiCu,CyN,, 4yBCTBUTENbHBI K U3MEHEHHIO DHEPIMU M3Iy4eHHsl BOIM3M K-Kpas mormiomie-
HUS HUKEIS, T.€. a3a COACPKHUT 3HAYUTENbHOE KomnmyecTBO HUKes. [losiBinenue 31oit (assi
C Upe3BBIYAWHO OOJBIIUM TapameTpoM perieTku a=0.36245 HM, MPEBHIIAIONIM 3HAYCHHE
napamMeTpa pPemeTKu YUCTON MeIH, CBA3BIBAIH IEPBOHAYAIBHO C (POpMUpPOBAaHUEM (a3bl HA
OCHOBE MeJH, Mpearnoiaras AucneprupoBanue (a3bl HUKES 10 pEeHTreHoaMop(HOro co-
crossuusi. Ho M3MeHeHne MHTEHCUBHOCTH peduiekcoB (a3l Ha ypoBHe ~10% OT Makcu-
MaJIbHOTO 3HAYEHHUSI B PE30HAHCHOW 00JaCTH HUKENS CBHAETEIBCTBYET O TOM, YTO OCHOB-
HbIM d51eMeHTOM (assl NiCu,CyN, ABJseTcs BCe-TaKu HUKENb, 4 YBEIMYCHUE €r0 IapamMeT-
pa 3JIEMEHTapHOU SUEHKH /10 aHOMAJIbHO BBICOKUX 3HAUEHMM SIBJISIETCS CIEICTBUEM PACTBO-
peHus B meTauie yriiepoaa W azota. C yBEIMYEHHMEM BPEMEHM PEAKLIUU MAKCUMYMBbI Ha
Pa3HOCTHBIX PEHTTEHOTrpaMMax BOJM3M pe30HAHCA HUKENS clab0 CMEIIAloTCs B CTOPOHY
OOJBIIKUX YTJIOB, JIEMOHCTPUPYSI MOCTENEHHOE YMEHbIIIEHHWE MapaMerpa pemeTrku Ni-
oOoramenHoit (dassbl. [locae 20 yacoB peakiuu napametp pemetku Ni-oOorameHHOM (a3bl
npuOIMKaeTcs K CBOEMY MCXOJIHOMY 3HA4YE€HMIO; K 3TOMY BPEMEHU aKTHMBHOCTb KaTalld3a-
TOpa Majaer, U KoHBepcus dtuieHa, aocturasias 100% B mepBble yachl peakluy, CHUXKA-

ercst 10 ~10%.
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Bpems peakuun, MyH

Puc.76. Uzmenenuss napamempos snemenmapHou aueuxu Ni-obocawennou u Cu-
obozawenHou Gaz 6 3a8uUcCuMocmu Om NPOOOIHCUMETbHOCMU HAXOHCOEHUS 8 Deak-

yuu.

Taonuya 11. Ilapamempor pewwemku gpazol NiCu,CyN, u ¢pas, obocawennvix Ni u Cu 6 3a-
BUCUMOCTU OM 8DEMEHU PEaKyUl.

Bpewms [TapameTpsl peuieTku [TapameTpsl pemeTku TabnuuHbIe 3HAUSHUS
peakiuy, | (Hepe30HAHCHBIE PEHT- | (Pa3HOCTHBIE PEHTTE€HO- | IapaMETPOB, HM
MUH Tr€HOTPAMMBbI), HM rpamMMbl), HM
Ni Cu Ni Cu Ni Cu
0 0.35403(5) | 0.36050(5) | 0.35385(5) | 0.3601(3)
15 0.36249(5) | 0.36242(5) | 0.36295(5) | 0.3609(7) 0.35238 0.36150
30 0.36127(5) | 0.36137(5) | 0.36225(5) | 0.3609(7)
60 0.36181(5) | 0.36189(5) | 0.36151(5) | 0.3609(7)
1200 0.3581(2) |0.3575(3) [0.3561(5) |0.3593(7)

B pe3oHaHCHOI 0071aCTH MEAM KOHTPACT PA3HOCTHBIX PEHTT€HOIPAMM JIOBOJIBHO HU-

30K, TeM HE MeHee, peduiekchl, cooTBeTcTBYIomue Cu-oboramennon (dase, cnabo, HO pas-
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JUYUMBl Ha Pa3HOCTHBIX PEHTreHOrpaMMax B pe30HaHCHOUM oOmactu meau. [lonoxxkenus
THX pedIEKCOB B Mpejenax OLIEHUBAEMbBIX MOTPEIIHOCTEH COBIANAIOT C MOJOKEHUSIMU
pedexcoB Cu-oborameHHoi ¢Gas3pl B UCXOAHOM 00pasie. ITO TOBOPUT O TOM, YTO B IPO-
necce peakuun Cu-oboraiieHHas (asza He npeTepreBaeT 3aMeTHBIX U3MEHEHU .

Ha Puc.76 mokazaH xapakrep W3MEHEHMs NapaMeTpPOB AJIEMEHTAapHOU suerku Ni-
oboramenHoit u Cu-oboraimieHHoil ¢a3 co BpeMeHeM HaxoJeHus: B peakuuu. CooTBEeTCT-
BYIOIIME 3HAYCHHs MapaMeTpoB npuBeneHsl B Tabmuie 5.2.2. O6e (a3pl 1eMOHCTPUPYIOT
MOHOTOHHO€ U3MEHEHHE MapaMeTpoB pelieTKy, npuiyem napametp Cu-oOoraieHHOM (a3bl
NPAKTUYECKU TOCTOSIHEH B MpejaesiaX OIEHMBAEMBIX MOTPEIIHOCTe. DTO /1aeT BO3MOX-
HOCTbh TPENONIOKHUTh, uT0 Cu-oborameHHas ga3a He MPUHUMAET HETIOCPEICTBEHHOTO yJa-
CTHS B pEaKLUU U UTPAET TOJIbKO CTAOMIM3UPYIOUIYIO poib [252], mpensTcTBys B mpoliecce
aKTUBAILlMM KaTaJn3aTopa 0O0pa3oBaHUIO HUKENb-aloMUHUEBOW mmuHenu. Hamportus, Ni-
oOoraieHHasi ga3a B Mpoliecce peaklMM HAaCBIIAETCs YIIEPOJOM U a30TOM, COCTaB ATOU
(a3bel MO3kHO onleHHTH Kak Nijs7Cug 13CyN,, T.€. H3MeHeHue napameTpa peleTkH 3Toi (aspl
oOycioBieHo Tosibko BHenpeHreMm aromoB C u N. Ilpenmnonaras nuHeiiHOe U3MEHEHUE Ma-
pameTpa penieTKu MeTajia ¢ KOJIMYeCTBOM PacTBOPEHHOrO yriepoa [253] ¢ koadduiuen-
toM nponopuroHanbHocTh k=0.00074 uM/at.% C, KOHIIEHTpalUsi BHEIPEHHOTO YIjiepoja
oneHuBaercs kak 10-12 at.%, 4yto Ha 2 mopsiika MPEBBIIIAET KOHIIEHTPAIMIO B HACHIIIEH-
HOM TBEPJIOM pacTBOPE YIJIEpO/ia B HUKEJIE PU KOMHATHOM Temrepatype [254]. Ilpu atom
Ha pEeHTreHorpaMMax He HaOmoaaercs pediekcoB, COOTBETCTBYIOIIMX KapOUAy HHKEIs.
Bo3MoxHO, cyliecTBOBaHHE TAKOTO MEPECHIIIEHHOTO TBEPIOTO PacTBOPa 0O0YCIOBIEHO YXKe
ynomuHaBmumcs Nitrogen Enhancement mexanuszmom [242].

3HauuTeNbHOE MepeKpbiBaHUEe pedeKkcoB KaTanuzaTopa ¢ pediaekcamu yriepojaa B
Pa3IMYHBIX 00JIACTSAX PEHTICHOTPAMMBI, PETUCTPUPYEMOE B TPATUIIMOHHOM PEHTTEHOAU)-
PaKLIMOHHOM SKCIIEPUMEHTE U B HEPE30HAaHCHOM 3KkcrepuMeHTe Ha CH, BBI3bIBAaeT Kaxy-
nieecsi HEMOHOTOHHOE M3MEHEHHE MapaMeTpa 3JIEMEHTApHOMN sYeiKU KaTanu3aTopa co Bpe-
MEHEM peakIuu. YBeINYeHHEe KOJMYeCTBa HapaOOTaHHOIO B MPOIECCE PEaKIMK YIriiepoaa
MPUBOJIUT K CMEIICHUIO NU(PPAKIMOHHBIX JIMHUWA METAJUI-YTJIEPOIHON (a3l M SBISETCS
NPUYMHON BO3HUKHOBEHMSI OUIMOKH B OMNPEJEICHUH TOJO0XKEHUN pedieKCoB M, cliefoBa-
TeJbHO, MapaMeTPOB dJIeMEeHTapHOH siueliku. Ha pasHOCTHBIX peHTreHorpammax pedreKchl
yriaeposia OTCYTCTBYIOT, TIOCKOJIBKY (ha3za yriiepojl HE COAEPKUT PE30HAHCHO pPaCcCEHBArO-

mnuxX aTOMOB B CKOJ'IBKO—HI/I6y,I[B 3aMCTHOM KOJIMYCCTBC U HC U3MCHACT MHTCHCHUBHOCTD IIPpU
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N3MCHCHUN OHCPIUH M3IYUYCHHA B pacCMATpUBACM CIICKTPAJIbHOM [IHWAIIA30HEC, ITOITOMY

TOYHOCTDB OIIPCACIICHUS IMapaMCTPOB PCIICTKU KAaTAaJIN3aTOpa CYIICCTBCHHO ITOBBIIIACTCA.

5.2.4. JkcnepuMeHT B peakLMOHHOM cpee.
[Ipu npoBeneHnn cepum 3KkcnepuMeHTOB EX Situ mpu HOPMAaJIbHBIX YCIIOBHUSIX JI0 U

nocne peaknuu cuHte3da N-YHB Obuto oOHapykeHo oOpazoBaHme ¢a3bl ¢ aHOMAIHHO
OONBIIMM MapaMeTpOM 3JIEeMEHTapHOW sueliku. I[IpumeHeHue Mmerona pPE30HAHCHOWU JH-
dbpakuu nokaszano, yTo 3Ta ¢aza GopMHpPYETCs Ha OCHOBE HUKEJIb-000TrallleHHOTO CILIaBa.
VYBenuueHue napaMeTpa perieTky MpoOUCXOIUT BCIEICTBUE PAaCTBOPEHMS yIEpoa U a30Ta
B yacTule KaraiuzaTopa. OLeHrnBaeMoe KOJIMYECTBO PACTBOPEHHOIO YIJIEpOAa 3HAYUTENb-
HO MPEBBIIIAET PABHOBECHYIO KOHLIEHTPALMIO YIJIEPOJa B HUKENIE IPU KOMHATHOM TemIe-
paType. YCTaHOBJIEHO Takke, 4To (ha3a perucTpupyercs B oOpasiie yxe mocie mepBbix 15
MUHYT peakiun. [Iporiecc BO3HUKHOBEHHS MEPECHIIICHHOMN YIIIepoJoM U a30TOM (a3bl U €€
poib B peakiuu cuaTe3a N-YHB mpenctaBisioT nHTEpeC Kak ¢ (pyHIaMEeHTaIBHOM, TaK U C
NPUKIIAIHON TOUKHM 3peHus. Kpome Toro, cornacHo npencTaBieHusiM 0 KapOuTHOM LIMKIIE, B
YCIIOBHSIX PEaKLIUU BO3MOXKHO 00pa3oBaHUE METACTaOMIBHOTO KapOuaa MeTauia, KOTOPbIi
MOJKET SIBJIATCA HHTEepMeanaToM npu oopazoBanuu N-YHB. [Ins uccrnenoBanus sBoonuu
Karaiau3aropa B npouecce cuHTe3a N-YHB Obuin moAroToBieHbl U IPOBENEHBI PEHTTEHO-
T paKIMOHHBIE SKCIIEPUMEHTHI B YCIIOBUSAX PEAKIIMOHHOM cpefibl [255].

PaGora Obuta BeimmosTHeHa Ha KaHae BeiBoga CH Ne6 B Cubupckom llentpe Cunxpo-
TpoHHOTO U TeparepuoBoro M3iydeHus ¢ UCIOIB30BAHUEM PEHTIEHOBCKOM BBICOKOTEMIIE-
patypHoii kameprl-peakTtopa Anton Paar XRK-900, no3Bonstoiieil npoBOauTh UCCIEI0BA-
Hus npu temneparypax 10 900°C B OKMCIHUTENBHBIX U BOCCTAHOBUTEIBHBIX PEAKIIMOHHBIX
cpenax npu nasieHusix A0 10 6ap. PeHTreHorpaMMbl perucTpupoBajIuCh OJHOKOOPIMHAT-
HbIM sieTekTopoM OJ1-3M-350 B auanazone yrioB ~30° ¢ AUCKPETHOCTHIO 1o yriay ~0.01°.
PaGouas amuna Bonmubl n3mydeHus 0.1731 am. O6GnacTh perucTpalvy peHTTEHOTPaMM BhI-
Oupamace TakuM o0Opa3oM, 4TOObI agerekTupoBath peduekce 111 um 200 wmens-
000TaIeHHoro M HUKEIb-000TalIEHHOTO CIIaBOB, a Takke peduexc 002 yriepoma ans
KOHTpOJIS NOsIBJIEHNWE NpoayKTa. [lepen sxcriepuMeHToM NpOBOAMIIACh TPadyHpOBKa JETEK-
TOopa B paboveM IMOJI0KEHUH C MCIOIB30BaHUEM CTaHAAPTHOTO 00pasia kopyHaa SRM676.

VYcnoBusi NpoBeIeHNs] CUHTE3a AHAJIOTMYHBI YCJIOBUSAM B IPOTOYHOM PEAKTOPE MPHU
naboparopraoM cunte3e N-YHB. IlpensapurenbHo kataan3aTop aKTUBUPOBAJIU B TOKE BO-

nopona 80-100 MiI.MUH HpH MOBBIIICHUU TEMIIEPATyphbl OT KOMHaTHOM 10 550°C co ckopo-
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cthto 30°C/MUH U TOCIIENYIOIIEH BBIAEPKKE MPU ATOM TEMIEpAType B TeueHue 15 MUHYT.
3areM B KaMepy-peakTop MOoJaBali PEaKIIMOHHYI0 CMECh CO CKOpOcThi0 40 Mi/MuH. bbuia
IIPOBEJIEHA CEPUsl SKCIIEPUMEHTOB C Pa3JIMYHBIMHM COCTaBAMU PEAKLIMOHHONW CMECH OT YHC-
TOTO TWJIEHA JI0 YMUCTOro amMmuaka. Kpome Toro, ObuUI BBIIOJIHEH 3KCIEPUMEHT B HKBUMO-
nspaoit emecu C,H,/NH; npu pasnnuHbix TemiiepaTypax peakuuu. B npouecce akTuBanuu
U peakiuu (PUKCHpOBAIM PEHTTEHOrpaMMBbl KaranuszaTtopa. llpu mpoBeneHuu mnpenBapu-
TEJILHOTO BOCCTAHOBJICHHS BPEMS SKCIO3UIMU cOCTaBisio 60 cek/kanup, B Impoliecce peak-
11K BpeMst Ob10 yMeHbIeHo 10 30 cex/kamp.

N3menenne mapameTpoB dnemeHTapHou sdeiiku  Cu-oOoramenHoro u  Ni-
000TaIIeHHOro CIJIaBOB B MPOILIECCE HArpeBa M BBLAEPKKH B aTMOC(epe BOIOpOaa MpHUBE-
neHo Ha Puc.77. Iloka3zaHbl mapaMeTphl PELIETKH, BEIYUCICHHBIE 10 MOJIOKEHUSM pedIiek-
coB 111 m 200 merammoB. Cnaboe HeCOBHaJECHWE TONYYCHHBIX mHapamMeTpoB st Ni-
00O0raIleHHOro CIjlaBa MO>KHO OOBSICHUTH OOJIBIION HIMPUHONW U CPAaBHUTEIBHO CI1a00M UH-
TeHCUBHOCTBIO pedaexca Ni(200), He TO3BOJISIONICH C XOPOIIEH TOYHOCTHIO ONPEAETUTH
€ro IoJiokeHue Ha peHTreHorpamme. Peduexcsl Cu-000rameHHOro CIuiaBa UMEHT MEHb-
HIYI0 LIMPUHY, MO3TOMY HX IIOJIOKEHUE M, COOTBETCTBEHHO, IAapaMeTp 3JIEMEHTapHOU
SIUEHKH OIPEAEIIAIOTCS ¢ BBICOKOM TOUHOCTBIO. B 11000M cilydae, Moiny4eHHOEe pa3pelieHue
Ha pEHTTeHOrpaMMax I103BOJIAET CIEAMTH 33 U3MEHEHHEM CTPYKTYpPHBIX MapaMeTpoB 00-

paslia mpu BO3JICHCTBUH HA HETO BHEITHUX (PaKTOPOB.
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Puc.77. Usmenenue napamempog s1eMeHmapHoll A4elku Meob-0002aueHH020 U HUKelb-
0002aujeHH020 CNIAB08 8 Npoyecce aKMUsayuu Kamaiuzamopa 6 moke 6000pood ¢ Hazpe-
80oM u nocneodyrwet evioepixckou kamaauzamopa npu 550°C 6 meuenue 15 munym.

Ha Puc.78 noka3zana cepusi peHTT€HOIpaMM, IOJIYYEHHBIX B MPOLECCE PA3I0KECHUS
9rCTOTO 3TUieHa rpu Temmeparype 550°C. O0bem peakunonnoit kamepsl 400 M1, mo3ToMy
CMEHa COCTaBa PEAaKIMOHHON CMECH IPU CKOPOCTHU Nojauu ee B kamepy ~40 Mi/MHH mpo-
ucxoawia npuMepHo 3a 10 MunyT. Ho yke ¢ nepBbIX MUHYT MOJa4M PEAKIIMOHHON CMECH B
KaMepy-peakTop Ha peHTreHOrpaMMax HabJto1aeTcs cMelleHue nojioxkenust pediaexcon Ni-
oOoramieHHOH (a3bl B CTOPOHY MEHBIIIUX YTJIOB, YTO CBHAETEIBCTBYET O Hadaje pocTa ma-
pamMeTpa djeMeHTapHO# sueriku 3Tor ¢asbl. [Ipu sTom pednekcsl Cu-oborameHHon ¢asbl
MPAKTUYECKU HE MEHSIOT CBOETo MnojokeHus. He HabmtoqaeTcs Takke Kakux-11bo u3MeHe-
HUI HHTEHCUBHOCTH pedIieKcoB 00enx (a3, 4TO CBUAETEIHCTBOBAIO OBl O YaCTHYHOW WU
MIOJIHOW ITOTEPE AJbHEro MOPSAAKAa B METAINIMYECKUX YaCTULAX U MEPEX0/e UX B PaCIUIaAB-
JICHHOE M XKUAKOMOoa00HOe cocTosiHne. Poct mapamerpa pemerku Ni-oOorameHHON (a3sl
npojaoikaercs: B teueHue npumepHo 200-230 cek, mociie 4ero ero 3HaueHue MpakKTUYECKU
cTabunm3upyercs, AOCTUrHYB BenuuuHbl ~0.3573 M. B nmanpHeiimem HaOmromatoTcs He-
Oonblre KojebaHus mapaMeTpa PeleTKU BOKPYT 3TOro 3HaueHud. [Ipu 3ToM monoxxeHus

pedaexcoB Cu-oboraimieHHoil (a3pl Mo-MpekHEMY He M3MEHs0TCs. B mporiecce skcnepu-
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MeHTa (aza kapOuga HUKeNnsd He GuKcupoBanach. OnpeneneHHbIe U3 TOTYYCHHBIX PEHTIe-
Horpamm napametpsl pemietk Ni- u Cu-o0orameHHsix (a3 npuBeaeHsl Ha Puc.79 [256].
[IpumepHo Ha 4-5 MHHYTE MOCJIE Havaja MOJa4d PEaKMOHHON CMECH B KaMepy Ha-
yrHaetcs nosipieHue peduiexca 002 yrieponaa, CBUACTENCTBYIONIEE O MOSABICHUN TPOAYK-
Ta. PacTymme yrinepoanble HAHOBOJIOKHA TOKPBIBAIOT MOBEPXHOCTh 00pa3iia, Hapymias ero
T€OMETPHIO U BBIXOJS MPHU 3TOM M3 IIIOCKOCTH TU(PaKLUU, XOTS MOBEPXHOCTh CAMOI0 Ka-
TaJIM3aTOpa OCTAETCS B NPEKHEM IOJOKEHUHU. JIerkuil yriepoa o4eHb €i1abo MOIIOMIAEeT
JIaK€ OTHOCUTEIBHO MSTKOE PEHTT€HOBCKOE H3JIyY€HHE, UCIOJIb3YEMOE B JIaHHBIX JKCIIe-
pUMEHTaX, TaK YTO MEPBUYHBIN U IU(parupoBaHHbIN MYYKH MPOXOAAT Yepe3 HEro MpaKTu-
gyeckn 0e3 ociabnenusi. Ho Tem He MeHee, n3nmydeHue AUQparupyeT 1 Ha TaKOM OOBEKTE C
MaJoi IIOTHOCTBIO, KaK yIJIEpOJHbIE HAHOBOJOKHA. [I03TOMY Ha peHTreHorpaMMax peru-
CTpUpPYETCS] MIMPOKHUHA CIa0dblii pedieKc, COOTBETCTBYIOMINN YIIIEPOIHOMY MaTepHally, HO
U3 MOJYyYaeMbIX JAHHBIX HEJb3sl CAeNaTh KAKOTO-IM0O0 BBIBOJA O CTPYKTYPE CUHTE3UPOBAH-
HeIX YHB HemocpencTBeHHO B yCIIOBUSX peakiuu. (s xapakrepusanuu npoaykra Gusu-

KO-XUMHWYCCKUMHU MCTOAaMU Tpe6y10TC}I OTACJIIBHBIC OKCIICPUMCHTBI BHC KaMCPBI-PCAKTOpPA.

Peakuus pasnoxenus CH,

/L

— f—
28 29 30 31 32 46 47 48 49 50 51 52
Yron gndppakumn 20, rpag

Puc.78. Hzmenenue ouppaxyuonnoii kapmunwl 6 npoyecce pocma YHB. Pasznooicenue smu-
JIeHa.
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Puc.79. 3menenue napamempos peuiemku HUKeIb-0002aujeHH020 U Medb-0002AueHHO20
CN1a808 8 npoyecce peakyuu paznoxtcenus smuiera u pocma YHB.

AHaNOTMYHOE MOBEJIEHNUE CUCTEMBI HAOIIOMAETCSl MIPU MPOBEJCHUU PEaKIUU B ITH-
JIeH-aMMHa4YyHON cMecH pa3nudHoro coctaBa. Ha Puc.80 mpencraBieHbl 3aBUCHMOCTH Ta-
pameTpoB pemietku Cu- u Ni-000TalieHHbIX CIUTABOB OT BPEMEHH B CPEIaX ¢ COOTHOIICHU-
eM koMnoHeHTOB 75%C,H4/25%NH; u 50%C,H4/50%NH;. Pemerka Cu-o0oramieHHOro
CIUIaBa OCTAeTCsl, KaK M B MPEIbIAYIIEM ClIydae, HEM3MEHHON, N3MEHEHUIO MOABEPIKEH Ma-
pameTp pemretku Ni-o0oramieHHoro ciuiaBa. [1o cpaBHEHHIO ¢ pe3yJbTaTaMu YKCIIEPUMEHTA
B UHMCTOM STHJICHE PAaBHOBECHOE 3HAUEHUE MapaMeTpa pereTku Ni-o0orameHHoro crjaBa B
STUJIEH-aMMUauyHOM cMmecu yBenuuuBaetcs 10 0.3578 um wiu Ha ~0.15%. [lo-Bunumomy,
ATO €CTh MPOSBIICHHE yIToMUHaBIerocs panee Nitrogen Enhancement mexanusma. [{ocTtu-
KeHue pemieTko Ni-o0oraieHHOro cruiaBa paBHOBECHOTO 3HAYEHUS TPOUCXOAUT MEJIJICH-
Hee, YeM B CJIydae YMCTOro THJICHA, YTO CBSA3aHO C U3MEHEHHEM KOHIICHTPAIIMHM PEarcHTOB
B razoBoii (aze. Kak u B cimyuae yucToro sTwieHa, HaOIIOJAIOTCS KOJICOaHUS MapameTpa
PELIETKU CIIaBa BOKPYT PaBHOBECHOTO 3HAUYEHMS, OJJHAKO WX MEPUOJ CYIIECTBEHHO YBEIU-

YCH.
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DKCIEpUMEHT B cpelle, CoJAep)Kallled CMECh aMMMaKa M Telus B COOTHOLIEHUH
25%NH3/75%He, noka3an, 4To mapaMeTphl pelieTKH O00O0MX KOMIIOHEHTOB KaTan3aTopa
OCTalOTCA MOCTOSHHBIMM, T.€. B OTCYTCTBME UCTOYHMKA YIVIEpOAAa PACTBOPEHMS a30Ta B 4yac-
TULIE KaTaJn3aTopa HE MPOUCXOJAUT. YBEIWUYEHUE U3MEHEHUS MapameTpa 3JE€MEHTapHON
ssueiiki Ni-000raleHHOIo CIUlaBa B 3TWJIEH-aMMUAYHOW Cpelie N0 CPaBHEHUIO C YHUCTHIM
STUJIEHOM TOBOPHUT O TOM, YTO a30T, KaK U YIJIEPOJl pacTBOpsIiETCS B 00beMe YacTUIIbI KaTa-
nu3aropa u ydactByeT B popmupoBannu N-YHB. OtcyrcTBue 3ameTHOT0 3dhpekra B cMecH
aMMUAK-TeJIMA MOXET ObITh CBHJIETEIHLCTBOM TOIO, YTO JBIIKYIIEH CHIION mporecca Ghop-
mupoBaHus N-YHB sBisiercss mepBoHaudalibHOE pacTBOpeHUE yriepoaa B yactumax Ni-

O6OF&H.I€HHOFO CIljIaBa, IMMOCJIC 94€T0 B MPOLCCC BOBJICKACTCA a30T.
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Puc. 80. Hsmenenusa napamempog pewiemku HUKeIb-0002aujeHH020 U MeOb-
0002aWeHH020 CNIAB08 8 Npoyecce PeaKyuu Pa3noHCeHUs SIMUIEeH-AMMUAYHOL CMeCU
paznuunozo cocmasa u pocma N-YVHB.

[Tocne mpoBeaeHus B Teuenue 15 MunyT peakiuu pocta N-YHB Ob110 npounsseaeHo
OXJIAKJICHUE CUCTEMBI B PEAKIIMOHHOM CpEelie, B XOJI€ KOTOPOTO IPOJOJKAIACh PETUCTpa-
LUl PEHTITEHOTPAMM B MPEXKHEM pexume. B mporecce OXJIaKIEHUs CUCTEMBI 3aMETHOTO

H3MCHCHHA COCTOAHHA TBCPAbIX PACTBOPOB HC MPOUCXOAUIIO BIUJIOTH OO TCMIICPATYP 470-
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450°C. Tlpu temmeparype ~450°C Obut0 OOHApYX)eHO pe3koe cmemeHue peduiekco Ni-
000TalleHHOr0 CIIJIaBa B CTOPOHY YBEIUYEHHMS MMapaMeTpa 3JIEMEHTAPHOU SYEHKU U UX Tie-
pekpbiBanne ¢ pedrekcamu Cu-oboramennoro crasa (Puc.81). [Ipu ganbHelimem moHu-
KEHUU TeMIeparypbl TudpakiMOHHAas KapTHHA HE MEHsJach, 32 MCKIIOUYEHHEM claboro
cMmenieHus pedIIeKCOB, BBI3BAHHOTO TEPMUYECKUMU MMpUYMHaAMHU. B koHeuHOM mTore (hpar-
MEHT PEHTTEHOTPaMMBbI OXJIQXKJICHHOT'O KaTalu3aTopa O4YeHb OJM30K K PEHTIe€HOIpPaMMaMm,
3apEeTUCTPUPOBAHHBIM B XO/JI€ MPEIBAPUTEIBHBIX IKcIepuMeHTOB EX Situ mpu HOpMalbHBIX
YCJIOBUSX JJIs 00pasiia, HaXOAUBIIETOCS B peakiuu B TeueHue 15-60 munyt (Puc.82). Ta-
KUM 00pa3oM, MOXHO 3aKJIFOUUTh, YTO COCTOSIHHE KaTalau3aTopa B MPOILECCE PEAKIUU OT-
JIUYAETCsl OT COCTOSIHUS KaTajau3aTopa, OXJIAKIEHHOTO B PEaKIIMOHHON cpelie U HaXoslie-
rocsi npu KomHaTHOW Temmneparype. Poct N-YHB npoucxomur Ha wyactunax Ni-
oborameHHOM (ha3bl KaTanu3aTopa, HACKIIMIEHHON yriepogoMm u a3oroM. Cu-oborameHHas
¢daza HenocpeacTBEHHOrO yuactus B peakuuu pocta N-YHB ne npunumaer. O6pa3zoBanue
KOHEYHOU (pa3bl, perucTpUpyeMOl METOJaMH TPATUIIMOHHONW PEHTTCHOBCKOW nudpakium,
IPOUCXOIUT TMPHU OXJAKICHUM KaTald3aropa B PEAKIMOHHOW CMECH JI0 TeMIlepaTyphbl
~450°C. IIpu temneparypax Himke 400°C Ha peHTreHOTpaMMax pa3IM4uM CJIa0bIH HIUPO-

KU pedaexc, COOTBETCTBYIOINN KapOuay HUKEIS.
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Puc.81. Iloseoenue kamanuzamopa npu 550°C 6 npoyecce peakyuu 8 peakyuoHHOU cmecu
75%C,H /25%NH ; u nocredyrouem oxianicoeHuu.
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PeHTreHorpamma B kKamepe-peakTope
HepesoHaHcHasi peHTreHorpaMmMa npu HOpPM.yCr.

NiCu G N (111)

NiCu,C N, (200)

T~350°C

T
4.0 4.5 5.0 5.5 6.0

$=2siN@/A, HM"

Puc.82. Cpasnenue penmeenocpamm oopazyos kamaiuzamopa, noay4eHHulX 8 npoyecce
OXNIAMNCOEHUSL CUCEMbL 8 PEAKYUOHHOU KaMepe ¢ NOMOWbIO NO3UYUOHHO-Y)ECMEUMENbHO20
oemexmopa (A=0.1731 Hm), u npu HOPMANLHBIX YCAOBUAX CKAHUPOBAHUECM NO Y2ILY
(A=0.15132 um) 6 nepeszonancroii ooracmu. Penmeenocpammol npueedenvl 8 WKae 6eK-
MOpOo8 paccesiHusl.

C ucnonp30BaHUEM SKBUMOJSIPHOM 3TUIIEH-aMMHAYHOM CMECH OBLUIM BBITIOJTHEHBI
HKCIIEPUMEHTBI PU Pa3IMYHbIX TEMIIEpATypaxX peakUuu ISl YCTAaHOBJIEHUS BIMSHUS TEM-
nepaTrypsl Ha COCTOSIHME KaTajiu3aTopa W cBoicTBa nonydaembeix N-YHB [257]. AxtuBa-
LMIO KaTajau3aTopa MpOU3BOJIMIM B TOKE BOJOPOJA B T€YEHUE 15 MUHYT IpU TemIepaType
550°C, 3aTteM M3MEHSIU TeMIEpPaTypy B KaMepe-peakTope, MoJaBaIM PeaKIIMOHHYK) CMECh
U peructpupoBanu peHrreHorpammsl npu 450, 550 u 650°C. B nociaegHux AByX cliydasix
Ha0J110/1aJI0Ch CPAaBHUTEIBHO MEJJIEHHOE cMelieHne peduiekcoB Ni-o0oranieHHOro crijiaBa B
CTOPOHY MEHBIIUX YIJIOB, T.€. YBEJIMYEHHUS NTapaMeTpa PEUIETKU CIUIAaBa, Pa3jInuUe COCTOSA-
JIO TOJILKO B CKOPOCTH JIOCTMXEHUs paBHOBeCHOro cocrosius (Puc.83). Ilpu temneparype
650°C ckxopocth pocta N-YHB 0Obl1a cTOIb BBICOKA, UTO TIpUBEa K HAPYIICHUIO T€OMET-
puM oOpas3ua U BBIXOAY €ro u3 Jepxarens yxe nocie ~500 cekyHa peakuuu, I0o3TOMYy Ha

Puc.83 kpussie, coorBeTcTBytomue 650°C (3 u 3’), Ha 3TOM MOMEHTE BPEMEHH OOpPHIBAIOT-
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csi. OMHOBPEMEHHO JAETEKTUPOBAIH TOsABIECHUE U pocT pediuekca 002 yriaepoaHoro mare-
puana.

[Tpu Temnepatype nponecca 450°C noBeeHUE CUCTEMBI OTJIMYANIOCH OT MOBEICHUS
IpHU BBICOKMX TeMIiiepaTypax. Ha peHTreHorpammax Karaau3aTopa MOXXHO BBLACIUTH TPU
JTaIla dBOJIOLMH CUCTEMBI CO BPEMEHEM PeakLMK: 1) MOHOTOHHBIM POCT MapaMeTpa peeT-
ku Ni-oOorameHnHoro cruiaBa B TedeHue ~100-150 cexkyHn; 2) pe3kuil pocT mapamerpa pe-
HIETKH CIUIaBa J0 3HaYEHUH, MPEBBIIAOIMNX HapaMeTp pemeTku Cu-o0orameHHoro cruia-
Ba, U CyKeHue pedieKkcoB; Mpu 3ToM peduiekchl Ni-000ralieHHoro cijiaBa JeMOHCTPUPYIOT
3HAUUTENbHYI0O ACUMMETPHUIO B CTOPOHY OOJIBIIUX YIJIOB; CUCTeMa MpeObIBaeT B 3TOM CO-
crossann He O6omnee 90 cexyHn; 3) mepexo B CTAIIMOHAPHOE COCTOSTHHE, COMTPOBOKTATOIITHI-
Csl YIIUPEHUEM PEQIIEKCOB U CJIa0bIM CMEIIEHUEM UX B CTOPOHY YMEHBILIEHUS MapameTpa
pELIETKH; OJHOBPEMEHHO HA PEHTI€HOTPaMME MOSBISIFOTCS PEQIIEKCHl yIIepOJHOTO MaTe-
puana u cinaboie peduiekchl pa3pbl, KOTOPYIO MOXHO OTHECTH K CTEXHMOMETPHUYECKOMY Kap-

OUly HUKEJIS.
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Puc.83. Hzmenenue napamempoe peuwiemku kamaiuzamopa 6 npoyecce pasiodHCceHus

QKGMMOJZ}ZPHOZZ Qmu]leH-(lMMu(l’{HOd CMecu npu pasiuvdHsblx memnepamypax peakyuu.
(1, 1’) - 450°C, (2, 2°) - 550°C, (3, 3’) - 650°C.
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JIOTIOJTHUTENBHBIN JKCIIEPUMEHT C HCIIOJIb30BaHUEM HUKEJIEBOTO KaTajlnu3aTopa Co-
ctaBa 90Ni-Al,O;, HE comeprkaliero Meau, ObL BBIMOJHEH JJIsi CPaBHEHHUS XapaKTEPHOTO
noBeaeHus oumetaimyeckoro katanuszaropa 65Ni-25Cu-Al,O; 1 YUCTOrO HUKENS B peak-
UK PA3JIOKEHUS dTUICH-aMMUayHOU cMecu coctaBa 75%C,H4/25%NH;. HukeneBoiil ka-
Taau3aTop ObUI MPUTOTOBIIEH MO TOM K€ TEXHOJIOTHH, YTO M OMMETAUIMYEeCKUN KaTaln3a-
TOp, BCE YCIIOBUS MPOBEJCHUS dKCIIEpUMEHTa ObLIM OCTaBJIeHbI Oe3 n3MeHeHui. B mporec-
C€ IpeIBApUTEIBHOTO BOCCTAHOBJIEHUS KaTajlu3aropa B IIOTOKE BOAOPOJAa B Kamepe-
peakTope HUKAKMX OCOOCHHOCTEH BBISBICHO HE ObLJI0. B HCXOIHOM COCTOSIHUU U B TEpPBbIE
MUHYTBI BOCCTAHOBJICHHSI HA PEHTTeHOTpaMMax (PUKCUPOBAIUCH ciladble MUPOKUe pediiek-
Chl YJIbTpaUCIIEpCHOr0 okcuia HuKeNs NiO, MOJIHOCThIO UCUE3HYBIIUE YXKE MPU TeMIepa-
Type ~120°C. I'pybas oreHka AUCTIEPCHOCTH YAaCTHI] HUKEJS TIOC]IC BOCCTAHOBJICHUS JaeT
3HaueHue pazmepa OKP ~12-13 um.

B nepBble MUHYTBI peakilK 3aMETHBIX U3MEHEHUI MOJNIOXKEHUH pediekcoB KaTaiu-
3aTopa WM WX MHTCHCHBHOCTEW He HaOmomaercs. [IpumepHo Ha 8 MUHYTE peakiuu ped-
JIEKC HUKEJS HAYMHAET TepSATh MHTEHCUBHOCTh, IIMPHHA €r0 HAYMHAET PacTH B CTOPOHY
0obIIKX YIIIOB. B UTOre cTaHOBUTCS 3aMETHBIM paclieIuieHne pedIeKcoB Kak eciid Obl B
oOpasie mpowm3omien pacmaj Ha ABe (a3bl, 0JHA U3 KOTOPHIX UMEET YMEHBIICHHBIH Mmapa-
MeTp dJieMeHTapHoH stueiiku (Puc.84). MoxHO NpennosokuTh, 4TO B MIPOIECCE B3aUMO/IEH-
CTBUS B MPUTIOBEPXHOCTHBIX CJIOSX YACTHUIIBI KaTaan3aTtopa GopMUPYETCS HACBIIEHHAS YT-
JIEPOAOM U a30TOM (pa3a HECTEXHOMETPUUECKOTO Pa3ynopsSA0UYEHHOTO KapOu1a HUKEIIs.

[Tpu oxnakIeHUHM KaTalnu3aTtopa B PEaKIMOHHON cpene (a30BbI COCTaB KaTain3a-
Topa coxpansercs A0 Temneparyp ~390-410°C. Ilpu temneparype ~390°C B oOpa3lie Ha
KopoTkoe Bpemsi, ~60 cexyH[, nossisgercs (asza, anamornyHas ¢asze, HabIroIaBIIEHCS TIPU
NOHMKEHUU TEMIIEpaTyphl U NpH NpoBeaeHuH peakuuu mnpu 450°C B skcriepuMeHTax ¢ Ou-
METAJNTMYECKUM KaTallu3aTopoM. 3aTeM 3Ta ¢aza hcue3aer, U B CUCTEME MOSIBIISIETCS CTe-
XHOMETPUYECKHI KapOHl HUKeIs, KOTOPhIM MPH AaJbHEHIIEM OXJIaXKICHUU U3MEHEHUHN HE

npeTepreBaer.
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Puc.84. ®azoevie npespawenus ¢ kamanusamope 90Ni-Al,O; 6 cpede 75%C,H/25%NH; 6
npoyecce pabomsl U NOCIEOVIOWEM OXAAHCOECHUU.

5.2.5. O6cyxaeHue pesynbTtaTtoB
Peakuust cuntesa N-YHB na katanuzatope 65Ni-25Cu-Al,O3 B cpene C,H4/NH; ¢

pa3IMYHBIM COOTHOLIEHHEM KOMIIOHEHTOB mpu TemmepaTtype 550°C mpoTekaer uepes cra-
o (OPMHUPOBAHMS HACHIIIEHHOTO TBEPIOTO pacTBOpa yriiepoa W a3ora B dacTumax Ni-
o0oraiieHHoro criiaBa 6e3 oopazoBaHMsl MaCCUBHOM (ha3bl KapOua HUKEINs; IPpU 3TOM pac-
TBOPEHUIO a30Ta B MeTajule MpeauecTByeT pactBopenue yriaepopa. Paza Cu-
00O0raIeHHOro cijiaBa HEMOCPEACTBEHHOIO0 Y4acTusl B peaklMy He NMpuHUMaeT. PacTBope-
HUE yIJIeposa U a30Ta B YaCTHIIE KaTalIU3aTopa HE MPUBOJUT K MOTEPE AAJBHErO MOpsi/IKa B
CTPYKTYype CIUIaBa WJIM MEepexXoay METaJNIM4EeCKOM 4acTHULbI B jKMJKOe cocTosiHue. I1oBbI-
IIEHUEe TeMIEepPaTypbl PEAKIIMU BbI3bIBAET YCKOPEHHUE MIPOLECCA HACHIIIEHUS YAaCTHIIbI yTIJe-
ponoMm u azotom. [Ipu nonmxennn temmeparypsl 10 450°C Bo3HUKaeT (a3a CTEXHUOMETPH-
YecKoro kapOuaa HHUKeNsl 4epe3 MPOMEXKYTOUYHOE COCTOSIHME, XapaKTepHU3yolleecs HOMU-

HanbHEIM cOCTaBOM NiCuyCyN,. BBICTPBIM OXJIaXIE€HMEM KaTaaM3aToOpa B PEAKIMOHHOM
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cpene MPOMEXYTOYHOE COCTOSTHHE MOXET ObITh 3aduKcupoBaHO. Pe3ympraTsl nudpaxiu-
OHHOTO JKCIEPUMEHTa B PE30HAHCHBIX OOJIACTSX MEIU M HUKENs CBUAETENBCTBYIOT O CO-
XpaHEHUH UCXOJHOTO COOTHOIICHHUS COACPKAHUS HHUKENS U MEIU B METAJUIMYECKUX YaCTH-
[ax B MPOMEXYTOUYHBIX U KOHEYHOM COCTOSTHHSX KaTanu3aropa. VI3MEHEHHIO MOJBEPKEHO
TOJIBKO COJIEp KaHue yriepoja u a3ora B Ni-00OraleHHOM CILIaBe.

PaboTa BbImoNHEHA COBMECTHO C COTPYIHUKOM JIabopaTopuu 3KOIOTHYECKOro KaTa-
mn3a UuctutyTta karanusza CO PAH k.x.H. c.H.c. O.}O.IlonpsaueBoil (cuHTE3 KaTaIU3aTOPOB,

IMPOBCACHUC KATAIIUTUYCCKUX HUCCIICIOBAHUN B J'Ia60paT0pHOM peaKTope).

3akntoyeHue k naBe 5

C ucnoab30BaHMEM KOMILIEKCA PEHTTeHOIM(PPAKIIMOHHBIX METOJ0B HA CUHXPOTPOH-
HOM U3JTyYE€HUW W NPUBJICYCHUEM TAHHBIX HEIU(DPAKIIMOHHBIX METOOB BBHITIOJHEHBI CHC-
TEMaTUYECKUE UCCIIEI0BAHUS XUMUYECKUX U (ha30BbIX MpPEeBpalIeHUI B TBEPABIX PacTBOpaXx
SrCog g..Feyp,Nb, O35 (x=0, 0.1, 0.2, 0.3) npu ux HarpeBe B NIMPOKOM MHTEpBAJIC TeMIEpa-
Typ (20+-1000°C) B cpenax ¢ pa3iuyHbIM MapUUAIbHBIM JABJICHUEM KUCIOPOAA. Y CTaHOB-
JICHO, YTO YBEJIMYCHHUE CTEIICHU 3aMENICHHs KoOabTa HHOOWEM MPHUBOIUT K YMEHBIIECHUIO
NOTEPh KUCJIOPOAA U YBEIUUYEHUIO CTPYKTYPHOU CTAOMJIBHOCTH K BO3ACHCTBUIO BBICOKHX
TEMIEpaTyp U HU3KOTO MaplLHaIbHOTO AaBieHHs Kuciaoponaa. OOHapyKeHO, 4TO HauboIb-
Iee U MPH 3TOM CTAaOMIILHOE BO BPEMEHHU 3HAYEHUE KUCJIOPOIHON MPOBOJAMMOCTH HAOIIO-
naetcst st MeMOpan coctaBa SrCoggFe,Nbj,05.5. C mpuMeHeHrneM METOI0OB PEHTTEHOB-
ckoit mudppakuuu Ex Situ u In Situ Ha CHHXPOTPOHHOM HU3JIYyYCHHH TMPOBENEH NETATbHBIN
aHaAJIM3 BIIUSHMS KHCIOPOAHOTO COCTaBa Ha CTPYKTYpPY TBEPIBIX PACTBOPOB KOOAIHTUTOB
CTPOHITUS, YCTAHOBUBIIUN TOSBICHUE KUCIOPOA-nepuuTHON (pa3bl IEPEeMEHHOTO MO KH-
CJIOPOJIy COCTaBa CO CTPYKTYpOH MEpOBCKUTA KyOMUecKod MoAM(UKAIMU MpU HArpese B
Bakyyme. [Ipu aToM HabIIO1a€TCsl COCYIIECTBOBAHNE UCXOMHOM (C MOCTOSTHHBIM HITH CIIA00
MEHSIOIIMMCS C TEMIIEPATypoil CoAepKaHUEM KUCIOPOa) U KUCIOPOA-AePUIIUTHON (a3bl
C MEPEMEHHBIM COJIEPKAHUEM KHCIIOpoaa B uHTepBaie temneparyp 350+750°C. Uccneno-
BaHUs CTPYKTYPHBIX MapaMeTpoB oOewmx (a3 mpu BO3JACHCTBUU PA3TUYHBIX MapIHATBHBIX
JaBJICHUM KUCIOpoAa U TeMIepaTyp MoKa3ajiu, YTO MpU HAIMYUU B CTPYKType KoOaabTUTa
CTPOHITUS KUCIOPOA-nepunuTHOl (a3sl B 0OMEHE KUCIOPOIOM C Ta30BOM (a3oil mpuHUMA-
€T y4acTHe TOJIbKO KUCIOPOa-AepUuIuTHas pa3a ¢ IEPEeMEHHBIM KUCIOPOIHBIM COCTABOM.

DKCHEPUMEHTHI, BBITIOJIHEHHbIE Ha CUHXPOTPOHHOM HU3JIYYE€HUU METOJOM PEHTIEHO-

¢a3zoBoro aHanM3a ¢ UCHOIB30BaHHEM (P (eKTa PEe30HAHCHOTO PacCesHUs BOJIM3H KPaeB TO-
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[JIOLIECHUSI HUKEIII U MEIU MPOJEMOHCTPUPOBAJIM, YTO B MPOLECCE PEAKIMU CHHTE3a a30T-
CoZIepKalUX YIJIEPOJAHBIX HAHOBOJIOKOH IPOMCXOAUT PAaCTBOPEHHUE YIriepojia M a30Ta B
YaCTHIIAX HUKEIh-000TallIEeHHOTO CIUIaBa, MPU 3TOM B MEIb-O000TAIlICHHOM CIUIaBE PaCTBO-
pEHHUs yIiiepo/a WM a30Ta HE IPOUCXOJAMT, O YEM CBHUJIETEIILCTBYET IMPAKTUYECKOE MOCTO-
STHCTBO €ro napamerpa pemerkd. C TeYeHUEeM BPEMEHU PeaKIMU CTeNEeHb HACBIIEHHOCTH
YaCcTULl HUKEJIh-000TalleHHOro CIUIaBa YIiepoJOoM U a30TOM CHMKaercs, mocie 20 4acoB
pEaKUuy €ro nmapamerp 3JEMEHTAPHOM SYEHMKH MMEET TEHJICHIIMIO K BO3BpaTy B MCXOJHOE
COCTOSIHUE, TOT/Ia KaK MapaMeTp PeleTKU MeIb-000ralleHHOTO CIUIaBa Mo-MPeKHEMY OCTa-
€TCs MPAKTUYECKH IIOCTOSTHHBIM. OJTO TOBOPUT O TOM, 4YTO PEaKIMs CUHTE3a a3oT-
COJIepKalUX YTIEPOJHBIX HAHOBOJOKOH MPOTEKAeT Ha YaCTUIAX HUKEIb-O0OTallleHHOTO
craBa. MccnenoBanue mporeccoB cuHte3a N-YHB MeTonom peHTreHOBCKOW IU(paKIum
In Situ nokasano, 4TO COCTOSIHUE KaTalu3aTopa B XOAE PEAKIMU OTINYAETCS OT KOHEYHOTO
COCTOSIHUS IIOCJIE OXJIAXKJICHHSI CUCTEMBI 10 KOMHATHOW Temmeparypsl. PacTBopenue yrie-
poJa W a30Ta B METaJIE MPOUCXOJUT B TEUCHUE HECKOJIIBKMX MHHYT MOCJIE Havyajla MMOJa4n
PEaKIIMOHHOM CMECH B KaMEpy-peakTop, YTO COIPOBOXKJIAETCS YBEIWYEHUEM Iapamerpa
pEIIeTKH HUKeNb-000rallleHHOTO cIjiaBa. Peakius cuHTe3a a30T-colepiKalluxX yriaepoaHbIX
HAaHOBOJIOKOH ITPOTEKAET 4Yepe3 CTaJhI0 PacTBOPEHUs YriepoJa W a30Ta B HUKEIb-
oboramieHHOM cIjlaBe, HO 0e3 oOpa3oBaHHMs MacCHBHOU (ha3bl kKapOuaa Hukens. Temmnepa-
Typa BIIMSET KaK Ha CKOPOCTh IMPOIlecca, TaK U Ha MOP(OJIOTHIO MOIYyYaeMbIX HAHOBOJIO-
KOH. BxoxaeHue a3ora B CTPYKTYpy HAHOBOJOKOH MOATBEpPX AAETCS (POTORIEKTPOHHOU
cnektpockonuen. [Ipn oxnaxx1eHuu CUCTEMBI B pEaKLIMOHHOM cpeie B 00J1aCTH TEMIIEpaTyp
~470-450°C mporCXOIUT PE3KOE YBEIMUYCHHE TMapaMeTpa PelIeTKH HUKEIb-000TaleHHOT0
cruiaBa, oOpa3oBaBIIasicss ¢aza, MepechlllieHHas YIJIepoIoM U a30TOM, HE MpeTepreBacT B
NaIbHENIIIEM HUKAKUX U3MEHEHNN.

B omnucaHHBIX B JaHHOW IJ1aBe HKCIIEPUMEHTaX MPUMEHEH BeCh KOMIUIEKC audpak-
IIMOHHBIX METOJIOB MCCIIEIOBAHUSI CTPYKTYPhl U CTPYKTYPHBIX IpeBpalleHui, HeoOXoau-
MBI 1J1 TIOJydyeHus Haubosee MoJIHOTO Habopa cBeAeHH 00 00BEKTe U MPOUCXOISAIIUX B
HeM mporeccax. st BcecTOpoHHEH XapakTepu3aluu OObEeKTa HCCIEeNOBaHUS Tpedyercs
NpUBJICYEHUE JOMOIHUTENbHBIX METOJOB, HE CBSI3AHHBIX C PEHTI€HOBCKOW audpakiiueil,
M03TOMY B paboTe UCIOJB30BAHbI JAHHBIE TEPMOTPABUMETPUH, TEPMOIECOPOIINH, Ta30BOU
Xpomarorpadum, peHTT€HOBCKOW (POTOIIEKTPOHHON CIIEKTPOCKOMUH, YIEKTPOHHOW MHUKPO-
CKOIIUU BBICOKOTO pazpelnieHus. Tem He MeHee, 0a30BbIM METOJOM HCCIIEIOBAaHUSI OCTaBal-

Csl PEHTT€HOBCKUI TU(PAKIIMOHHBIA SIKCIEPUMEHT B PA3IMYHBIX €TO MPOSBICHUSIX.
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3akirouenune

PaGoTbl M0 co31aHUI0 IKCIIEPUMEHTANIBHOM cTaHIMU «AHOManbHOe PaccesiHue» Obl-
au Hadatel B 1987 roxy mocne BoccTaHOBIEHUsT HakonuTens 3nekrpoHoB BOIIII-3, yHuu-
TOXEHHOTo ToxkapoM 1985 roaa. beuiu yctaHoBiieHbI 25ieMeHThl kaHana CU, paguannonHas
3a1[UTa, KOpIyc MOHOXpOMATOpa C Pa3MEIICHHON B HEM MPELU3UOHHON MEXAHUKON U CHC-
TeMol Kojutumanuu. KpemHueBbiii MOHOXpoMaTop JIBYkpatHoro orpaxxenus Si(111) obec-
MeYrBaj CTENEHh MOHOXpOMaTHU3aluK nepsuyHoro nyyka CU Ha yposHe AE/E~(1-3)- 10% 8
nuana3zoHe 3Hepruil ¢potoHoB 6+20 k3B. PeHTreHorpaMMbl perucTpupoBaIn OJJHOKOOPAH-
HaTHBIM JieTekTopoM OJ[-2 Winu cKaHMPOBAaHHWEM IO YIIy TOUYEUYHBIM CHUHTHUIUISIIMOHHBIM
nerexkropoM. B 1991 rony Ha craHmmm ObUia MpOBeNEHA MOJEpPHHU3AIUs AU(PpPaKTOMETpa,
ObLT yCTaHOBJIEH MPEIM3UOHHBIM TOHUOMETP, OCHAIICHHBIN MJIOCKUM COBEPIICHHBIM KpPH-
CTaJUIOM, PAacHOJIOKEHHBIM HEMOCPEACTBEHHO MEPE] BXOAHBIM OKHOM TOUYEYHOTO JETEKTO-
pa. B Takoii koHpUrypanuu 3KCepuMeHTaIbHOTO 000PYAOBAHMSI CTAJI0 BO3ZMOYKHBIM IOJTY-
4aTh PEHTTeHOAU(DPAKIIMOHHBIE JaHHBIC C YIJIOBBIM pa3pelieHHeM, B HECKOIBKO pa3 Ipe-
BBIIIABILIMM pa3pelieHre CEpUHbIX J1abopaTopHbIX audpakromerpos. Ilocne mpoBeneHus
MPOOHBIX IKCIIEPUMEHTOB U OIIEHKH MapaMeTpoB TUGPAKTOMETPa HA CTAHIIUU HAYATUCH Pe-
ryJspHbie paboTbl. OCHOBHBIMU NOTPEOUTENHCKUMU XapaKTEPUCTUKAMU CTAHLIUU SIBISIOTCS
BBICOKOE YTJIOBO€ MHCTPYMEHTAJIbHOE pa3pelieHne IudpakToMeTpa U BO3MOKHOCTh MTPOU3-
BOJIBHOTO BBIOOpa paboueii sHepruu uinydeHus. [1o TEXHUYEeCKUM mapaMeTpaM CTaHIUs He
YCTYIaeT aHAJIOTMYHBIM Npubopam B 3apyOexHbix HeHTpax CU, pabortaromum Ha crerua-
JU3UPOBAHHBIX UCTOUHHUKAX C OJM3KUMHU 3HAYEHUSIMH SHEPTUU YaCTHIL.

Ha ctanmnuu otpaboTaHbl SKCIIEpUMEHTAIbHBIE PEHTTEHOIU(DPAKIIMOHHBIE METOAMKH,
ucnoinb3yromue crernupuueckue ocooennoctu CH. B mepByro odepenb K TAKHM METOUKAM
OTHOCHUTCSI TPEIU3HOHHAS AU(PPAKTOMETPUS TOTUKPUCTALTUICCKUX MATEPHAIIOB, MO3BO-
JSIOIIAs 3a pa3yMHbIE BpEMEHa MOJIy4aTh dKCIEPUMEHTANbHbIE JaHHbIE C BHICOKUM YTIIO-
BEIM pa3pelieHrueM B HHTepBaje yrioB audpakiuu g0 160°. s ucciemoBanust CTpyKTYpbI
U (pa3oBoro cocraBa TOHKHMX IJIEHOK M MPUIIOBEPXHOCTHBIX CJIOEB MaTepHasia MPUMEHSETCs
METOJMKA CKOJIB3AIIEro MaJeHus, KOrJa M3JIydeHUEe HaMpaBlICHO IOJ MajbiM yrjoM K HC-
clielyeMOii MOBEPXHOCTH, a perucrpanusi AudparupoBaHHOIO U3JIYYEHHs OCYILECTBISETCS
B IIUPOKOM HHTEPBAJIE YIIIOB. BO3MOXXHOCTHh MPOU3BOIBLHOTO BEIOOpA paboueii YHEPTUU 13-
JydeHusi 00ecleurnBaeT MPOBEACHUE AKCIEPUMEHTOB C aHOMAIbHBIM, WJIH PE30HAHCHBIM,
paccesiHueM, Korja TpeOyeTcs CEeNEeKTHBHO M3MEHHUTH (DAKTOp pacCesiHHs OINpeaesIeHHOTO

copTa BXOJSIINX B CTPYKTYPY aToMOB. JlomyckaeTcss KOMOWHAIMSI TIEPEYUCIICHHBIX U IPY-
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TUX METOJUK, TOBBIIIAIONIAas HHPOPMATUBHOCTh U PE3YIbTATUBHOCTH IKCIIEPUMEHTAIBHBIX
uccinenosanuii Ha CU.

CraHIMs aKTHBHO SKCIUTYaTHPYETCS COTPYIHHUKAMH HHCTHTYTOB CHOUPCKOTO U
VYpanbsckoro otaenenuit PAH, no pesynsraTtam paboT, BBINOJIHSAEMBIX Ha CTAHILUHU, B Cpe-
HEM B r0Jl BEIXOAUT OKOJIO 10 myOnuKamnuii B perieH3upyeMbIX OTEUECTBEHHBIX U 3apyOeK-
HBIX )KypHaJIax.

B 2006 romy 6bu10 HauaTO COOpyKeHHE NU(PAKITUOHHON IKCTIEPUMEHTAIBLHON CTaH-
uun Ha ka"aie Ne6 BbiBojma CU nHakonwutenst snexktpoHoB BOIIII-3. Monoxpomatuzanus
u3JlydeHus: Ha KaHasie Ne6 OCyllIeCTBISIETCS OJHOKPATHBIM OTPAXKEHUEM HU3JIYyYEHUs OT KpH-
CTaJJIa-MOHOXpOMATOpa ¢ OTKJIOHEHHWEM Ty4YKa B BEPTHKAIBHOW TUIOCKOCTH Ha (DUKCHPO-
BaHHbI yron ~30°. Takas koH]urypauus orpaHuyYmiIa BO3MOXKHOCTH BbIOOpa paboueii
SHEPIUM U3JIYyYEHUs, HO IO3BOJIUJIA BHIBECTH MOHOXPOMATUYECKUN IMYy4YOK B TMOMEIICHUE
Hag Oyakepom CU BOIIII-3 u pa3MecTHTh B HEM DKCIIEpUMEHTAIBHYIO anmaparypy. Hu-
dbpakTOMETp, YCTAHOBJICHHBIH HA CTAHIIMHM, OCHAINECH PEHTTEHOBCKHMH BBICOKOTEMIIEpa-
TYpPHBIMH KaMepaMH, B KOTOpbIE MOMEIIaeTcs o0pasel], U MO3UIMOHHO-4YBCTBUTEIbHBIM
JETEKTOPOM, PETUCTPUPYIOUIUM AudparupoBaHHOE M3Iy4YeHHE B auarnazoHe yrioB ~30°.
JleTekTop MOXKET OBITH TIepeMEIeH o yriy 20 B TpedyeMoe MoI0KEeHHE, YTOObI (PUKCHPO-
BaTh M3Jy4yeHue B Haubosiee MHHOPMATUBHOW B Ka)XJOM KOHKPETHOM SKCIIEPUMEHTE 00-
nactu yriaoB qudpakiuu. CTaHIUs npeaHa3HadeHa Ui TPOBEICHUS UCCIICIOBAHUN CTPYK-
TYpbl U CTPYKTYPHBIX MpEBpallleHuid B 00pa3le Npu BO3JECUCTBUM BBICOKUX TeMIEpaTyp U
pEaKLMOHHBIX CPEJl B pealbHOM BpeMeHU. PerynspHsie padboTel BeayTcs Ha ctaHuuu ¢ 2009
rojia, 1o pe3yjabTaTam ony0JIMKOBaHO 0koJi0 20 cTaTell B pelieH3uPYyEeMbIX KypHaiax.

[103UIIMOHHO-YYBCTBUTENIbHBIA OJHOKOOPJMHATHBIA OecrapasiakCHbIN JETEKTOP
OH-3M-350 pa3paboran u um3rotoBieH B Muctutyte sinepHoit ¢usuku um. [.M.Byakepa
CO PAH cnenuanbHO 17151 peHTreHouPpakinoHHbIX ucciienoBannii Ha CU. MunnmanbsHOe
BpeMs IKCIIO3UIIMU OJHOTO Kajpa AETEKTOpa COCTaBlsieT | MUKPOCEKYH]y, OJHAKO TaKOe
BpeMeHHOe pa3pelieHrne He TpeOyeTcs 11l OOJBIIMHCTBA MPOBOAUMBIX Ha CTAHIIMH JKCIIe-
puMeHTOB. Kak mpaBuio, B uMcClIeAyeMbIX Ha CTaHIMU MIpolieccax XapakTEepHbIE BpeMeHa
COCTaBJISIIOT OT HECKOJIBKUX CEKYH]I 1O HECKOJBKHX YacOB, I0ATOMY MHUHUMAJIbHOE BpEMsI
HAKOILICHHUS KaJ[pa BapbUPYETCs OT OJHOU 10 HECKOJIbKHUX JECATKOB CEKYH]I.

Bo MHOrMX ciydasix MOJIe3HBIM OKa3bIBA€TCS COBMECTHOE HCIIOh30BaHUE 00Enx
HKCMIEPUMEHTAIIBHBIX CTAHIIMMA JJISl MOJIy4eHHs] Haubosee MOJHOM CTPYKTypHOU mH(pOpMa-

U 00 ucciexyeMoM Marepuaie uin mnporecce. O6e peHTreHoau(ppaKIMOHHBIE CTAHIINH,
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COCTaBJISIIOIINE UHCTPYMEHTATBbHO-METOIMUECKUN KOMIUIEKC JIsl CTPYKTYPHBIX UCCIEA0Ba-
HUM (QYyHKIMOHAJIBHBIX MaTE€pPHAJIOB, SIBISIOTCS 4acThio L{eHTpa KOJIJIEKTUBHOTO IMOJIb30Ba-
HUST HaydHBIM oOopynoBanueM «Cubupckuii llentp CunxporponHoro u TeparepiioBoro
U3JIy4eHUS» W JOCTYNHBI JUIsl TPOBEICHUS SKCIEPUMEHTOB COTPYAHUKAMH HAY4YHO-
UCCIIEA0BATENIBCKUX, TEXHOJIOTHUYECKUX U 00Pa30BaTENIbHBIX OpraHU3aIui.

KomrekcHble (pU3MKO-XMMHUYECKHE HCCIIEeIOBaHUsA, KOTOpPbIE BOIUIM B MpPECTaB-
JeHHYI0 paboTy, OBLIM BBIIIOJIHEHBI MPU YYaCTHH COTPYIHUKOB HHCTHTYTOB CHOMPCKOTO
ornenenust PAH, sBiasiomuxcst coaBTOpaMH IMEPEUYHUCIECHHBIX B CIHUCKE pa0OT Hay4YHBIX
nyOnukanuii aBropa. [[.x.H. B.A.CanpikoBy 3a npemocraBieHHble 00pasibl Y-Fe,Os, K.X.H.
T.FO.Kapnam 3a COBMECTHO MpOBEIECHHOE HCCIEq0BaHUE ClIokKHOTO okcuna Nb-Mo,
M.E.ManbiieBy, k.Xx.H. M.C.MenbrynoBy u JI.A.ColoBbeBY 3a CHUHTE3, TEKCTYpPHBIE HC-
CJIEeIOBaHUS U MOJICIIMPOBAHHUE CTPYKTYpPbl ME30CTPYKTYPUPOBAHHBIX CUJIMKATOB, K.X.H.
M.M.ToxkapeBy u k.X.H. JXK.B.BecenoBckoii 3a cuHTe3 U aOCOpPOLIMOHHBIC U3MEPEHUS KOM-
MO3UTOB «COJIb B TIOPUCTOM Matpuie», K.X.H. N.M.CuMeH1I0BO#1 32 00pasipl MPeKypcopoB
Co-Al karanuzaTopos, K.X.H. O.1O.IlogbsueBoii 3a MPUTOTOBIEHUE KOOATBTUTOB CTPOHIIUS
1 Kataim3atopoB cuHTe3a N-YHB, a Takke 3a mio10TBOPHBIE JUCKYCCUU aBTOP BBIPa)kaeT
CBOI0 WCKPEHHIOIO NPH3HATEIBHOCTh. ABTOp OmaromapeH cotpyaHukam JlaGoparopun
CTPYKTYPHBIX MeTO/10B UccienoBanust Mucturyra karanmmza uM.I.K.bopeckoBa CO PAH 3a
MOJIIEPKKY B padbore, corpynuukam Cubupckoro Ilenrpa Cunxporponnoro u Teparepiio-
Boro M3iydyeHus 3a moMoIllb B ITOATOTOBKE U IIPOBEACHUHU 3KCIIEPUMEHTOB U COTPYIHHKAM
Wucrutyra sinepuoit pusuku um.I.U.bynkepa CO PAH 3a oGecnieuenne pabOThl HCTOYHH-

ka CU.
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OcHoBHBIE P€3YyJAbTATHI U BHIBOADbI:

L.

1)

2)

IL.

1)

2)

[Ton pykoBOACTBOM M MpPH HEMOCPEJACTBEHHOM yudacTuu aBTopa B Cubupckom LleHTpe
CunxpotponHoro u TepareprioBoro M3mydenus co3naH, opUIMaILHO aTTECTOBAaH B Ka-
YecTBE CpEACTBA U3MEpPEHUsT M YCHEIHO (YHKIHOHUPYET HWHCTPYMEHTAIbHO-
METOJIMYECKUN KOMIUIEKC JJII PEHTTeHOAU(PPAKIMOHHBIX CTPYKTYPHBIX HCCIIEIOBAHHMA
NOJIMKPUCTAINIMYECKUX MATEepUAIOB, BKIIIOYAIOIINUNA B ce0sl SKCIEpUMEHTaIbHbIE CTaH-
MM, CMOHTHpOBaHHbIe Ha KaHamax No2 u Ne6 BbiBoga CU HakomuTelnst 31€KTPOHOB
BOIIII-3:
HKCIIEpUMEHTANIbHAS CTaHLIUA Ha KaHase Ne2 00nazaeT BICOKUM MHCTPYMEHTAJIbHBIM
VTJIOBBIM pa3pelICHUEM, 10 Adld~3+5-10", 1 BO3MOKHOCTBIO BapbUPOBaHUS paboueit
SHEpruu uznydeHus B auanazoHe 6—20 kaB. Ha cranuuu peann3zoBaHbl peHTTeHOAU]-
PaKIIMOHHbIE METOJMKH, IMO3BOJISIIOUIUE IOJIy4aTh NEPBUYHBIE HKCIEPUMEHTAIbHBIC
JAHHBIE C BBICOKMM YIJIOBBIM pa3pelICeHHEM, B T€OMETPUU CKOJB3SLIEr0 NaJeHus, B
Manbix yriaax nadpaknuu (20~0.1°), B miupokoM auama3zoHe BEKTOPOB paccesHus (10
200 M), ¢ HCTOIB30BaHKEM (B (hEKTa PE3OHAHCHOTO PACCESHISE
JKCIIEpUMEHTaIbHAsl CTaHIMS Ha KaHaie Ne6 mpeaHa3HaueHa JJis MPOBEJICHUS UCCIie-
JOBAaHUI C pa3peliEeHNEM IO BpEMEHU (MUHUMAJIbHOE BpEMs AKCIO3ULMU | CeK, yrio-
BOM jauana3zoH peructpauun ~30°). Ha craHuuu peann3oBaHbl METOAMKU HCCIEI0Ba-
HUS CTPYKTYPHBIX MPEBpAIllEHHI B 00pa3liax Mpu BHICOKUX TEMIIEpaTypax Ha BO3IyXe,
B BAKYYM€, B OKHCJIMTEIIbHBIX U BOCCTAHOBUTEIbHBIX PEAKIIMOHHBIX Cpellax, MPH JaB-
JICHUU Ta30Boi cpensl 10 10 Oap, a Takke METOIMKA C TPUMEHEHHEM aHAJIM3a COCTaBa
ra3o(a3zHbIX MPOJYKTOB PEAKIIHH.
C ucnonap30BaHUEM OCOOEHHOCTEN CHEKTpajabHO-yrioBoro pacnpeneieHus CU u ynu-
KaJIbHBIX MHCTPYMEHTAIbHBIX XapaKTepUCTHK aAudpakTomerpa Ha kaHaie CU No2 pe-
MICHBI CJICIYIONINE (PU3NKO-XUMHYECKHE 3a1a4H:
IKCIIEPUMEHTAIBHO YCTaHOBIIEHO, YTO OKCUJ *kene3a Y-Fe,O; umeer TeTparoHaabHyIO
CBEPXCTPYKTYpPY C MapaMeTpamu a,a,3a, o0pazyeMyro Tpems siueiikaMu co CTPYKTYpou
TUna oOpall€HHON IIMUHEIN, U YHOPSAOYEHUEM KAaTHOHHBIX BaKaHCUN B 8-KpaTHOMU

OKTadPUIECKOMN MO3HUITUU (é%%), XapakTep pacrpeeieHus] KaTHOHHBIX BaKaHCHI He

3aBHCHUT OT CII0c00a MPUTOTOBIEHUS 00pasia.
MetonaMu peHTTeHOBCKOM NU(PaKIMK BBICOKOTO Pa3pellieHusi U HU3KOTEMIIepaTyp-
HOI acopOIuu a30Ta B pe3ysIbTaT€ CUCTEMHOIO MCCIEAOBAHMS YCTAaHOBJIEHA 3aBUCH-

MOCTb OT YCJIOBHH CHHTE3a CTPYKTYPHBIX (IMapaMeTp MEepUOJAUYHOCTH U CTENEHb YIIO-
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PAJOYEHHOCTH YIAKOBKU ME30II0p) U TEKCTYPHBIX (BEIMYMHA yJIE€IbHOM MMOBEPXHOCTH
U yJIelIbHOro 00beMa Me30Iop, paclpeiesieHne Me30Iop Mo pa3Mepam) MmapaMeTpoB
ME30CTPYKTYPHPOBAHHBIX CUJIMKATHBIX M 3JEMEHT-CHJIMKATHBIX MaTepuaioB, (HOopMu-
PYIOIIMXCS B YMEPEHHO KUCIBIX CpeaXx.

3) MerogoM pEHTreHOBCKON Iu(pPaKIUH C HCIOIb30BaHHEM 3(dexTa pe3oHaHCHOTO
paccesiHusi BOMM3u K-Kkpasi MOTJIOIIEHHUS HUOOUSI YCTAHOBJIEHO, YTO KAaTHOHBI HUOOUS
HEYNOPSA0YEHHO paclpe/ieleHbl 0 KaTUOHHBIM MO3ULUSAM B IOJIMTOHHO-CETYATOU
CTpYKType cioxHoro okcuga Nb,MosOyp,, KaTanUTUYECKH aKTUBHOTO B PEaKIMIX
OKHCJICHUS JIETKUX aJIKaHOB.

III.C nmpumenennem BeICOKOM MHTeHCHBHOCTHU Imydka CU, 3¢ (eKTHBHOM CHCTEMBI 1ETEKTH-
pOBaHUsI Ha OCHOBE MO3UIIMOHHO-4YBCTBUTENbHOTO AeTekropa OJI-3M-350 u peHtre-
HOBCKHX BBICOKOTEMIIEPATYPHBIX KaMep METOJIaMU PEHTI€HOBCKOM audpakmuu In Situ
MOJIYYEHBI CIEAYIOIINE SKCIIEPUMEHTAIbHBIE PE3YIbTAThI:

1) B mpomecce copOrun amMmmuaka Ha KOMIIO3UIIMOHHBIX Marepuanax tumna «Coib B Mo-

PUCTON MATPULIE»:

® HalOJI0/1aeMble TEPMOJMHAMUYECKUMU METOJaMU 00pa30BaHUs KOMILJIEKCOB «COp-
6enT—n-NHj3» conoctaBieHbl CO CTPYKTYPHBIMH MPEBPALIEHUSIMA KOMITO3UTOB;

® BIEepBblEe PEHTTeHOTrpadUUYeCcKu 3aperucTpUPOBAaHbl KOPOTKOXKHUBYIAs (daza TeTpa-
ammuakara CaCl,-4NH; u ¢aza oxkraammuakata BaCly-8NH;, o6pasyromasics npu
naBieHuu copotusa 4.5 — 5 Gap.

® [0 IMOJYYEHHBIM pPEHTI€HOTpaMMaM BIIEpBbIE OIpe/aesieHa CTPYKTypa ¢asbl
BaC12-8NH3.

2) B xope cunre3a Co-Al katanuzaTopoB nporecca Gumepa-Tpormniia:

® YCTAaHOBJIEHA  TIOCJENOBAaTENbHOCTh  (PA30BBIX  TMpeBpameHH  KOOaIbT-
IFOMUHHUEBBIX THIPOKCO-HUTPAT-KapOOHATHBIX COCTUHEHH, UMEIOIINX CTPYKTYPY
TUIA TUAPOTAIBKUTA, MPU UX TEPMOOOPaOOTKe (AaKTUBALIMK) U MOCIEAYIOLIEM BOC-
CTaHOBJICHUM BOIOPOJOM; TOKa3aHbl U3MEHEHHUs (Pa30BOro COCTaBa KaTaln3aTropa
Ha BCEX JTalax ero akTUBAIlMM W BOCCTAHOBJICHHS; 00pa3yroliuecs B pe3ysibTaTe
BOCCTAHOBJICHHS YacTHIbl Co’ MMEIOT MHKPOIOMEHHYIO CTPYKTYPY, COCTOSIILYIO H3
~90% da3zb1 kobanbTa co ctpykrypoit ['LIK (B-Co) u ~10% da3sl co cTpykTypoii
I'T1Y (a-Co).

® Ha KOHEYHBII pa3Mep 4YacTUl[ METAIIMYECKOro KoOanbTa OKa3blBA€T BIUSHUE B

MEPBYIO OYepelb CKOPOCTh MOBBILLIEHUSI TEMIIEPATYPhI MIPH aKTHBAIUU MPEKypcopa
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U €ro BOCCTAaHOBJICHUU — MEIUICHHBIM HarpeB BEAET K CHIKEHHUIO pa3Mepa YacCTHll
MeTajia, He3aBUCUMO OT CITOc00a MpeIBapUTeIbHON aKTHBAIIUU MPEKypcopa.
IV.C npumenennem 6a30BbIX MOTpeOUTENbCKIX cBOKCTB CU M1 OCHOBAaHHOTO Ha WX MCTOJb-
30BaHUU KOMILIEKCA PEHTTeHOIU(DPAKITMOHHBIX METOJIOB YCTAHOBJICHO, YTO:
1) B 1BEpasix pactBopax SrCoqg Fey,Nb,O55 (x=0, 0.1, 0.2, 0.3):
® yBeIWYEHHUE COJACP)KAHUS HUOOUS MPUBOIUT K YMEHBIICHUIO MOTEPh KUCIOPOaA U
VBEJIMYCHUIO CTPYKTYPHOU CTAOMJILHOCTH TMPU UX HArpEeBE B IIMPOKOM HHTEPBAJE
temnepatyp (20+1000°C) B cpenax ¢ pa3iM4yHbIM MapLHATbHBIM JIaBJICHUEM KH-
clopoja; Haubomblee CTaOMILHOE BO BPEMEHU 3HAYCHHE KUCIOPOIHON MPOBOIU-
MocTH HaOmomaerces mist cocraBa SrCog ¢Feg2Nbg,Os.s;
® B pe3yibTaTe U30CTPYKTYpHOTO (ha30BOTO Mepexoja Mpu HarpeBe B BaKkyyme oOpa-
3yeTcsi KUCIOopoa-aegunuTHas (aza co CTPyKTypOH MEPOBCKUTA KyOWUYECKOH MO-
TudUKAIMA U TIEPEMEHHBIM COJEp)KaHUEM KHUCIOPOJa; B MHTEpBaje TEMIIepaTyp
350+750°C nabnrogaeTcs COCyIIECTBOBAaHUE MCXOIHOM (C MOCTOSIHHOM uin ciabo
MEHSIIOIIEHCA C TEMIEepaTypod KHUCIOPOJAHON CTEXHMOMETPUEH) U KHUCIOPOJ-
nedunuTHON (assbr;
e B 00OMEHE KHCIOPOJOM C Ta30BOW (Da30il MPUHUMAET Y4acTHE TOJBKO KHCIOPOI-
nedunuTHas daza c IEPeMEHHBIM KUCIOPOIHBIM COCTAaBOM.
2) B HuKenb-MEIHOM KaTalu3aTOpe CHUHTE3a a30T-COAECPKAIIUX YIIIEPOIHBIX HAHOBOJIO-
koH (N-YHB):
® B HCXOZHOM coctossHuM HaxoasaTcs Ni-ooorameHubii  (NiggsCugs) u  Cu-
oboramieHHbIil (CuggsNigos) CIIIaBbI, BHITOJHSIONINE pa3Hble PYHKIIUU B PEaKIIHH;
B o0Opasiax mociie peakiuu COACPKATCS YriIepo U a30T B BUJE MPOAYKTA PEAKIIUH
(N-YHB) u B Buge TBepmoro pacrsopa B Ni-o0orameHHOM cruiaBe; mpu 3ToM B Cu-
o0oraiieHHOM CIIJIaB€ PaCTBOPEHUS yIiiepojia WM a30Ta He MPOUCXOAMT, YTO MPO-
JEMOHCTPUPOBAHO SKCIIEPUMEHTAMHU C PE30HAHCHBIM PACCESTHUEM;
® peakiusi CUHTE3a a30T-COJAEpKaIlUX YIIEPOJIHBIX HAHOBOJIOKOH MPOTEKAET 4depes
CTaJUI0 PaCTBOPEHHUs yryiepoda U azora B Ni-oOoraieHHOM cruiaBe, HO 6e3 oOpa-
30BaHUS MacCUBHOMU (pa3bl kapOuaa HUKENS; B XO/Ie PEaKIUU HAOIIOAA0TCs Cialble
OCIWJUIALIMY TTapaMeTpa pemieTku Ni-o0oranieHHOro CIulaBa, CBI3aHHBIE C U3MEHe-
HUEM KOHIIEHTPAlMil pacTBOPEHHBIX YIliepoja U a30Ta; NEePUO OCHUIUISIUN 3aBU-

CHUT OT COJIEp>KaHUs ITUJIEHA B PEAKIIMOHHOU CpEJIE;
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® [pU OXJIAXKJEHUU CUCTEMBl B pEaKIMOHHOU cpene npu temmneparypax ~470-450°C
MPOUCXOJUT PE3KOE YBEIWYCHHE TIapaMeTpa pPEeIIeTKH HUKEIb-000raleHHOTo
CIUTaBa BCJICICTBHE TEPEHACHIIICHUS YaCTHUI[ PACTBOPEHHBIMH YTIEPOIAOM H a30-
ToM; 0Opa3oBaBmIascs (asza He MpPeTepIeBacT B NalbHEUIIEM HUKAKUX W3MEHEHUH,

€C COCTaB OIPCACIICH SKCIICPUMCHTAMU C PC30HAHCHBIM PACCCIHUCM.
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