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OBIIASA XAPAKTEPUCTHUKA PABOTHBI

AKTYyaJIbHOCTh TeMbl. HarneneHHOCTh COBPEMEHHOW HallMOHAJILHOM
Y MHPOBOW 3KOHOMHWKH Ha WHHOBAIIMOHHBIHA ITyTh Pa3BUTHSA CTUMYIHPYET CO3-
JTaHWE HOBBIX IIEPCIIEKTUBHBIX MATEPHAJIOB M TEXHOJOTHMYECKHX IIPOIECCOB.
K paspabateiBaeMbiM (DYHKIIHOHATBHBEIM MaTepUaIaM HPEABABISIFOTCS MOBHI-
IICHHBIE TPeOOBaHMWS, MHOTHE W3 HHUX NpEIHA3HAYAIOTCS Ui pabOTHI B Upes-
BBIUAI{HO KECTKUX YCJIOBUSIX HU3KHX M BBICOKHX TEMIICPATyp, arpeCCUBHBIX
XAMHWYECKHUX M PAJHAIOHHBIX CPEll, TIOA BO3ACHCTBHEM MEXaHHYECKIX Harpy-
30K H T.JI. XapaKTep MOBEJCHUS MAaTECPHUAIOB B PaOOYNX YCIOBHUIX, ONTUMU3A-
IUsl METOJAMKH HMX CHHTE3a, CBSI3b X CBOWCTB C aTOMHOM, MOJIEKYJISIpHOU
U CYNPaMOJICKYISAPHON CTPYKTYpPOU SBISIFOTCS MPEIMETOM IHATHOCTUYCCKUX
HCCIICOBAHHUN C IPIMEHEHNEM CAMBIX MEPEIOBBIX (HU3NKO-XHMHICCKIX METO-
noB. OqHUM M3 Hanbosee BOCTPECOOBAHHBIX CPEJCTB TUATHOCTUKU MATCPHATIOB
SIBIISICTCA PCHTTEHOBCKAs U PAKIHS, C YCIIEXOM HCIIONB3yeMas y)Ke B TCUCHHUE
BEKa W IMOJYYHUBINAS MOIIHBIH CTHUMYI JJIs Pa3BUTHS C MOSIBICHHEM U COBEp-
IICHCTBOBAHHWEM HCTOYHUKOB CHHXPOTPOHHOTO M3IIy4eHHS.

Cpenu MCTOYHUKOB HM3ITyYCHHsI PEHTICHOBCKOTO TUAra3oHa MarHHTOTOP-
MO3HOE€, W CHHXpOTpoHHOe, u3nydenue (CH) BwImenseTcs psaaoM XapakTep-
HBIX CBOMCTB, KOTOPEIC CO BpeMeHH TepBoro HadmoaeHus CH Ha cCHHXPOTpOHE
General Electric mpuBnekaioT BHUMaHHE HCCIEJOBATENIel B CaMBIX pPa3HBIX
00yacTsaX HayKku U TexHoyoruu. K urciny Hanbolilee BaXKHBIX MOTPEOUTEITBCKUX
xapakTepucTuk CU OTHOCSTCS BBICOKasi MHTEHCUBHOCTD ITy9Ka, €r0 MaJyas pac-
XOJMMOCTh B BEPTHKAIBHON IUIOCKOCTH M HEMPEPBIBHBIA TIAJKUUA CIIEKTP
B IIUPOKOM Juamna3one sHepruii potoHoB. Criennpudeckue ocodennoctn CU
CYIIECTBEHHO PACIIUPSIOT BO3MOXHOCTUA XOPOIIO U3BECTHHIX PCHTTCHOBCKUX
MU(PPaKINOHHBIX METOJIOB MCCICIOBAHUS U TIO3BOJIAIOT MOJPA3ICIUTh TPaIu-
IIHOHHYIO PEHTTCHOBCKYIO ITU(PPAKINI0 HA AU(HPAKTOMETPHIO C BBICOKHM pas-
pelIeHIEeM IO BpeMeHH, TU(PPAKTOMETPHUIO C BRICOKAM YTJIOBBIM pa3pelICHHUEM,
IU(PaKTOMETPUIO B OOJACTH PE30HAHCHOTO paccesHUs, AU(PPaKTOMETPHIO
B CKOJIB3SIIIEM MTAJCHUN U T.J. JJu(ppakinOHHBIE METO Il UCCIICIOBAHUS CTPYK-
TypHI ¢ ucnoiap3oBaHueM CH 6a3upyroTcs Ha ePEUCICHHBIX BBIIIE H HEKOTO-
peix apyrux cpoiictBax CU, Takux Kak, HampuMmep, JIMHCHHAs MOJSPU3AIUSL
B IUIOCKOCTH OPOUTHI SJIEKTPOHOB, HO B K&KJJOM KOHKPETHOM IKCIIEPHMEHTE TO
WIH WHOE CBOWCTBO TMPOSBISACTCS HAHOOJICe OTYCTIIMBO M MIPACT OMPEICIISIO-
mryio poib. Kpome Toro, KOMOMHUPYS pa3iUdHBIE METOIBI, MOKHO ITOTy4aTh
Ba)KHBIC JTOTIOJIHUTEIHHBIC CBEICHUS O CTPYKTYPE MAaTCPUAIIOB U €€ MTOBEICHUH
1oj| JAeMCTBMEM BHEIIHMX YCJIOBUH. B 3TOM CBs3M mpeicTaBisieTcss BechMa
aKTyanbHOHN peann3anusi KOMIDICKCHOTO TOAX0Ja K CTPYKTYPHBIM HCCIICIO0BA-
HusM Ha CU pyHKIMOHAIBHBIX MAaTEPHANIOB PAa3IMYHOTO HA3HAUEHHUS, IPOIIec-
COB WX CHHTE3a W JKCIDTyaTanuu. KOMIUIEKCHBIN MOAXO[ 3aKITI0YacTCsS B TPH-
MEHEHWH IJIsl peHTreHoaudpaknuonHoi nuarHocTuku Ha CH Habopa sKkcre-
PUMCHTAIEHBIX METOJIOB, KOTOPHIM OCHOBHBIC IMOTPEOUTEILCKUE CBOWCTBA
CHHXPOTPOHHOTO M3TY4EHHUS NAIOT OUTyTUMBIE, & B HEKOTOPBIX CIIydasx IpHH-
IUNHATbHBIC TPCUMYINECTBA MEpe]l TPAAUIUOHHBIMU JTA00PATOPHBIMU METO-



aMH, a TAaKKe B MPUBJICUCHHH PE3YIBTATOB IPYTUX (PUIUKO-XHUMUYCCKUX

METOJIOB HCCJICIOBAHMS, HE CBA3aHHBIX C PEHTTEHOBCKOM AU paKIuei.
[TockonbKy HMHCTPYMEHTAJILHO-METOANYECKOE O00ecredeHne PEHTTCHOB-

ckoi mudpaktomerpun Ha CU oTnmgaercs OT TaKOBOTO ISl JabOpaTOPHBIX

HCTOYHUKOB U3IYYCHUS, CO3JJAaHUEC HKCIICPUMECHTAIEHOTO 000PYIOBaHUS U pa3-

BHTHE PEHTTEHOBCKUX TU(PPAKIHOHHBIX METOAOB C Hcmonb3oBanuneM CH sBis-

€TCsl TMEePBBIM M HEOOXOAMMBIM 3TAarioM pabOThHI, HANPABICHHOW Ha pEIICHUC

aKTyaJbHBIX 3a7a4, KacalolINXCs WCCICAOBAHMS aTOMHOW CTPYKTYPHI BEIIECT-

Ba. JIu(pakimoHHBIC 3KCIICPUMEHTANbHBIC cTaHIUU Ha myukax CU B cumy

0COOEHHOCTEH NCTOYHHKA, TapaMEeTPOB MPEIN3NOHHON MEXaHUKH U CTICIIHAIIH-

3HPOBAaHHBIX CUCTEM JICTCKTHPOBAHUS, JOJKHBI 00JIAaTh CYIICCTBCHHO YITyd-

IICHHBIMU TI0 CPaBHEHUIO C JTaOOPAaTOPHBIMH TU(PPAKTOMETPAMU HHCTPYMEH-

TaJIBHBIMH XapaKTEPUCTHKAMH, ITO3BOJIIONIMMH MOIy4YaTh YHUKAIBHBIC JKCIIC-

pPUMEHTAJBHBIC JaHHBIE. JIOTHYECKIM TPOIOIDKEHHEM amlapaTHOTO U METOIH-

YECKOTO dTamna MpeACTaBIsETCS BHIMOJIHEHUE PAa SKCIEPUMEHTOB ¢ KOHKPET-

HBIMH CHCT€MaMH, UMCIONTUMH 3HaUYeHHE B XMMHH TBEPIOTO Tejla, KaTaluse,

MaTepUAIOBEICHUA | T.J. McX0Is U3 3TUX COOOpaKeHH, ObUTH CHOPMYIUPO-

BAaHBI [EJIM U 33/1a91 HACTOSIIICH TUCCEPTAITMOHHON paboTHI.

Hean pa6orel. PaboTa HampaBiieHa Ha CO3IaHUC KOMILICKCA ammapaTypbl

U METOIWK JJISI PEeHTICHOAN(PAKIIMOHHBIX HCCICIOBAHUN IONUKPHCTAILINYC-

CKMX MAaTepHalloB C  HCIOJB30BAHHEM CHHXPOTPOHHOTO  M3IIyYEHHUS

1 IPUMEHEHHUE €T0 /IS peIIeHNs aKTyaJbHBIX 3a71a4 PH3HIECKON XUMUH.

B CcOOTBeTCTBMM C TOCTAaBICHHBIMH IIEJSMH pabOTBl  peEIIanCh

CIIEIYIONTHNE 3aIaYH:

— pa3paboTka W CO3JAaHUC HHCTPYMEHTAIHHO-METOIUYECKOTO KOMILIEKCa
(MMK) ¢ yHUKaJIbHBIMH TEXHUYECKUMHU XapaKTePUCTUKAMU IS MPOBeEIe-
HUS WCCIEIOBAaHUN CTPYKTYPHI M CTPYKTYPHBIX H3MCHEHHH B BEIIECTBE
METOJIaMH PEHTI'€HOBCKOM andpakiun Ha mydkax CU;

— oTpaboTKa pPEHTIeHOMU(PPAKINOHHBIX O3KCIIEPHUMEHTAIBHBIX METOIVK,
B TIOJIHOH Mepe HCHONB3YIOIUX XapakTepHele ocobeHHocTn CU m ero
MIperMyIIecTBa Mepe]] TadopaTOPHEIMA NCTOYHUKAMHU W3IYUYCHUS B PEHT-
T€HOBCKOM JMAaNa3oHe;

— TpoBejAeHHE Ha cTaHiusaX co3gaHHoro MK skcrepuMeHTanbHBIX UCCIIe-
JIOBaHWN IO aKTyaJbHBIM HAa MOMCHT BBITIOJHEHUS padoT (U3UKO-
XUMHUYECKHUM IIPOOIeMaM.

Hayunas HoBu3Ha. Biepsrie B Poccuiickoit ®denepannu co3gaH U BBEAECH

B JKCIUTyaTaruio peHTreHonudpaknnonnsii UMK, Brimtouaromuii 18e KcIe-

pUMeHTalIbHbIe CTaHIMKM Ha KaHanax Ne2 u Ne6 BeiBoma CU Hakomutens sniex-

TporoB BOIIII-3 B CuOHUpPCKOM IEHTpE CHHXPOTPOHHOTO W TEPareproBOTO

nmanyuennss (CHHCTH, Uncrtutyr simepuoit ¢umsuku wMm. M. Bynkepa CO

PAH); anmapatypa 1 MeToan4decKkoe oOecriedeHre KOMITJIEKCa TIO3BOJISIET MPO-

BOJIUTh CTPYKTYpPHBIC UCCICIOBaHUSA (DYHKIIMOHAIHHBIX MATCPHAIIOB C BEHICO-

KHM YTJIOBBIM pa3pelieHHeM, ¢ IPUMEHEHHEM Pe30HAHCHBIX 3((PEKTOB, a TaK-

K€ C paspellieHHeM [0 BPEeMEHM in situ B YCIOBHUSAX BBICOKOH TeMIepaTyphl



U peakquoHHOM cpenpl. Ha ocHoBaHuu monydeHHbIX Ha ctaHiusx UMK skcne-

PUMEHTAJIBHBIX JAHHBIX BIIEPBHIC:

— 3KCIIEPUMCHTAIIFHO OIPEIENICH XapaKTep YMOPsA0UYCHUS KaTHOHHBIX BaKaH-
CHUIi B IIMHUHEJIENIOJO0HOM OKcujie xkenesa Y-Fe,Os;

— C TMPUBJICYCHUEM JNAHHBIX TEKCTYPHBIX METOJOB MCCICIOBAHUS YCTAHOBIICHA
3aBHCHUMOCTh CTPYKTYPHBIX M TEKCTYPHBIX XapaKTEPHUCTHK ME30CTPYKTYpH-
POBAaHHBIX CHJIMKATHBIX M 3JEMCHT-CHJIMKATHBIX MAaTCPUANOB OT YCIOBHUH
CHHTE3a B YMEPEHHO KHCIBIX CPeaax;

— YCTaHOBJICHA CTPYKTypa OKTaaMMHaKara XJopuaa Oapws, CTaOWIBHOTO
B aTMoc(epe aMMuaKa Ipy JaBJICHUAX CBBIIIE 5 6ap;

— B TIEPOBCKUTONMONOOHBIX KoOampTuTax CTpoHIMSA SrCogg. Feg,NbOs
(x=0, 0.1, 0.2, 0.3) oOHapy»)eH H30CTPYKTYPHBIH (a30BbIiH MEPEX0I, PHUBO-
JSIAA K 00pa30BaHUIO KHUCIOPOA-AC(HUIUTHON (a3bl, OTBETCTBCHHOW 3a
0OMEH KHCTIOPOJIOM C OKPYXAIOIIEeH Cpeoi;

— B mpouecce pocra yraepoassix (YHB) u azoT-cogepxamux yriaepomHbIX
HaHoBOJIOKOH (N-YHB) ma Ni-Cu karanmzatope oOHapykeHO ciaboe Tie-
pHOIMYECKOe U3MEHEHHE TapaMeTpa pemreTku Ni-oOoraleHHOH KOMITOHEH-
THI KaTaJU3aTOPa, CBA3aHHOE C W3MEHEHHEM KOHIICHTPAIWH PacTBOPEHHBIX
B HEll yriiepoja u a3ora.

IIpakTuyeckas 3HA4YMMOCTh PpadoTbl. B mpomecce paboTH co3maHO
YHHUKAJIFHOE JKCIEPUMEHTALHOES 000pYIOBAaHUE ISl TOJYYCHHS PCHTTCHOB-
CKHX TU(PPAKINOHHBIX KapTHH (YHKIIMOHAIBHBIX MAaTEPHUAIOB C BHICOKHM YT-
JIOBBIM pa3pellicHUeM, ¢ MPUMEHEHHEM PE30HAHCHBIX 3((EKTOB, sl poBeIe-
HHUSl WCCIENOBAHMN CTPYKTYPHBIX HW3MEHEHHH B MaTepHaiax MIpU BBICOKHX
TEMIepaTypax B YCIOBHSX PEAKIMOHHOW CPEABI C pa3pelieHUEM MO0 BPEMCHHU.
KonkpeTrHbIe GU3NKO-XUMHICCKHIE PE3yIbTATHl BRIIOJHEHHBIX C IPUMECHEHHUEM
pentrenoaudpakimonHoro UMK paboT MOTyT OBITH MOJIC3HBI TPU CO3TaHUHU
3¢ (GEKTHBHBIX MAaTHUTHBIX MAaTEpPHAJiOB M WHTEPIPETALNU WX CBOWCTB; IPH
KOHCTPYUPOBAHUH YCTPOWCTB Celapamnuy KUCIOpoaa U3 atMochepsl, OKUCIHU-
TENBHBIX PEAKTOPOB M TOIUIUBHBIX SJIEMEHTOB C KHCIOPOA-IPOBOISAIINMEI
MeMOpaHaMu; pU pa3paboTKe KaTATUTHYECKUX CHCTEM Ha OCHOBE ME30CTPYK-
TYPUPOBAHHBIX CHJIMKATHBIX W 3JIEMEHT-CHJIMKATHBIX MAaTEpPHAJIOB; IS OITHU-
Mu3arn 3(p(PEeKTHBHOCTH KaTalIn3aTOPOB CHHTE3a YIIIEPOIHBIX HAHOBOJIOKOH
1 HAaHOTPYOOK.

ITony4ennsie B Xoae pabOTHI pe3ysbTaThl MOTYT OBITH BKIIFOUYECHBEI B 00pa-
30BaTEIbHBIC KYPCHI TI0 MCIIOJIB30BAaHUIO (PH3MUCCKUX METOJOB HCCIICIOBAHHUS
TBEpPIOTO TeNa, MO (U3HMYECKOW XHMHH, MAaTEpPHaJOBEICHUIO, KaTaJIn3y
U CMEXXHBIM JTUCIIMIUTHHAM.

Ha 3amuTy BbIHOCATCA:

— pa3pabOTaHHBIA M CO3JAHHBIA TOJ PYKOBOJCTBOM U INPH HEMOCPEIACTBCH-
HOM y4YacCTHH aBTOpa peHTreHoaudpaknuonusrii UMK, cocrosimuii u3 1Byx
JKCIIEPUMEHTAIBHBIX CTaHIUN Ha kaHanax BeiBoga CU No2 u Ne6 nakomnu-
tens snexktponoB BOIII-3 B CICTHU m meTomudeckoro obOecriedeHHst
KOMIIIIEKCA;



— pe3yNbTaThl WCCICIOBAHUN 10 aKTyalIbHBIM mpobOiemMaM (U3NIECKO
XMMHH, TIPOBEICHHBIX C HCIIOJB30BAHUEM CO3JAaHHOTO O00pYHOBaHHUA,
BBITIOJTHEHHE KOTOPHIX B MOJHOH Mepe 00YCIIOBICHO OCHOBHBIMH HOTPEOH-
TENbCKUMH CBOHCTBAMH CHHXPOTPOHHOTO M3JTy4EHHS, U KOTOpPbIC MPHUHIIH-
MUATFHO HEBO3MOXKHO OCYIIECTBUTH C TNPUMCHCHUEM TPAJUIIMOHHBIX
a00PaTOPHBIX PEHTTEHOBCKUX TU(PPAKTOMETPOB.

JInuHbIi BKJIAJ aBTOpAa. ABTOPOM IIPH YYACTHU COTPYIHUKOB UHCTHTY-
ToB Cubupckoro otaeneHusi PAH co3gaHbl SKcriepUMEHTANbHBIE CTAHIIMA Ha
kaHanmax Ne2 u Ne6 BeiBoga CU nakonutens snextponoB BIIII-3 B CLICTU;
BCE pe3ymbTaThl PEHTTCHOIU(PPAKIMOHHBIX HSKCIEPHUMEHTOB, OIMCAHHEIC
B HACTOAMICH paboTe, MOyYSHBI JTHO0 CAMUM aBTOPOM, JHOO MO/ €r0 PYKOBO-
nctBoM. KommiekcHble  (PH3MKO-XHMHYECKHE HCCIEAOBAHUS KOHKPETHBIX
CHUCTEM, BKIJIIOYAIOIINC HETUPPAKIUOHHBIC METOJMBI, BBIMOJHCHBI COBMECTHO
€ KOJUIETaMH{ — COaBTOPaMH HAyIHBIX ITyOIMKaIHii.

Anpodanust pa6orsl. Pe3ynsraTsl paboThl OBUIM NPEACTAaBICHBI B BHIE
YCTHBIX M CTEHAOBBIX JOKJIAIOB Ha POCCHHCKUX W MEXKIYHAPOJHBIX HAYIHBIX
KOH(EpPEHIIHUIX, B TOM YHCJIe Ha MeKIyHapOIHBIX KOH(PEPCHIUAX IO HCIIOIb-
30BaHUI0 cHHXpOTpoHHOTro m3nydenus CH-98, CU-2000, CH1-2002, CH1-2004,
CH-2008, CH1-2010, CH1-2012 (HoBocubupck), HanmoHanbHEIX KOH(DEPECHIUIX
10 WCIIOJIF30BAHUIO PEHTTC€HOBCKOTO, CHHXPOTPOHHOTO M3ITydeHHA, HEHTPOHOB
U DJEKTPOHOB sl uccienoBanus wMatepuaioB PCHD-2005, PCHD-2009,
PCHD-2011 (Mocksa), MexaynapoagaoMm cemuHape Application of Synchro-
tron Radiation in Crystallography (Beijing, China, 1993 r.), Hanmonansnoi
kpuctamoxumuieckoir kordepeniuu (Kazanp, 2009 r.), Beepoccuiickoi Ha-
Y4HOH KOH(pEepeHIMH ¢ MeXIyHapoJHbIM ydacTHeM «baiikaibckuii marepuna-
noBemueckuid @opym» (Ynan-Ym, 2012 r.), II Beepoccuniickoit HaydHON KOH-
¢depenn «MeTOABI HCCIIEIOBaHUS COCTAaBAa M CTPYKTYPHI (HYHKIMOHAIHHBIX
MmarepuanoB» MUCCDPM-2013 (HoBocubupck, 2013 .).

My6ankanuu. B mporiecce MOATOTOBKH AWCCEPTAIMH Oy OITUKOBaHBI 23
paboThI, B TOM uuciie 21 cTaThsl B PELICH3UPYEMBIX OTCYECTBEHHEBIX U 3apyOeikK-
HBIX JXypHaJsiaX, 0030p B JXKypHaie CTpyKTYpHOI XUMHH U TIIaBa B MOHOTpa(uH
«PeHTrenorpagus kaTanu3aTopoB B KOHTPOJIUPYEMBIX YCIOBHAX TEMIICPATYPHI
U cpeabl» noa pegakuuent 1.x.H. JL.M. IlnscoBoit.

CTpykTypa U 00beM Auccepranuu. Jucceprauus cOCTOUT U3 BBEACHUS,
IISTH TJaB, 3aKITIOYCHIS, OCHOBHBIX PE3YJIbTATOB U BBIBOJOB, CITHCKA IIUTHPYE-
Moii uTepaTyphl. PaboTa m3noxkena Ha 207 cTpaHunax, coaepxut 11 tadmu,
84 pucyHKa; CIUCOK JTIUTEpaTyphl BKIIOYAeT 257 HAMMEHOBaHUH.

OCHOBHOE COJAEP)KAHHUE JUCCEPTALIUN
Bo BBeaeHuu mgaHo 00OCHOBAaHWE AKTYyaJbHOCTH BBITOJHEHHOH pabOTHI,
c(hOopMyITHPOBAHEI IENTH U 3aJa4Yl UCCIICIOBAHNUMN, TOKa3aHbl HAyYHasl HOBH3HA
U TIPaKTHUYECKask 3HAYUMOCTH MMOJNYYCHHBIX PE3YNbTaTOB, MPEACTABIICHBI TOJIO-
JKCHUSI, BRIHOCUMBIC Ha 3aIIHTY.
IlepBas riaaBa npeacTaBisieT co0oi 0030p IKCIECPUMEHTANBHBIX YCTAHO-
BOK JUIA PCHTTCHOAM(MPAKIMOHHBIX HCCICIOBaHUN ¢ ucnonb3oBanuem CU,
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paboTaromux B HACTOAIIEEe BpeMs B pa3inW4HbIX neHTtpax CU, ommcanne yHU-
KaJbHBIX METOJUK, OCHOBAHHBIX HAa OCOOCHHOCTSX CIHEKTPaTbHO-YTIOBOTO
pacupenenenus CU, U HEKOTOpBIC IPUMEPEI HauboJIee MOKa3aTeIbHBIX PadoT,
JIEMOHCTPUPYIOIIUX YCICIIHOE NpUMEHeHHe creruduyecknx cpoiicts CU
B IU(PaKIIUOHHBIX IKCIICPUMCHTAX.

Bropas raaBa  mocBsmeHa — peHTreHomudpaxkmuonHomy MK
B CLICTH, xapakrepuctuxkam ucrounnka CH, mapamerpaM anmapaTypsl U KC-
MEPUMEHTAIBHBIM METOMKAM, PEaTH30BaHHBIM Ha CTAHIMAX KOMITJICKCA.

IIpencraBnennsie B padote uccienopanus BeimoHeHbl B CIICTU, roe uc-
TOYHUKOM H3IyUYCHHS SBISUICS TPEXIOIIOCHBIA BWITIEP, YCTAHOBICHHBIH Ha
HakomnuTese 3yektporoB BOIIII-3. DHeprus snexkTpoHOB B Hakomwutesne 2.0
B, cpemnuit Tok mydka 100 MA, none B Touke m3nydenus 2.0 Ti. Onenka
WHTCHCUBHOCTH, BEPTUKAIHHON PACXOANMOCTH M KPUTHYECKOW UTMHBI BOJIHBI
nyuka CU paér cnenyromuye 3Ha4YeHUs:

— CIeKTpalbHEIA OTOK (oToHOB mpH A~0.1-0.2 BM u AVA~10* N=5-10°
doron-cex” .mpax’;

— BepTHKaIbHAs pacxoauMocTs mpu A~0.1-0.2 um dy~0.25 mpar;

— KpHTHYECKas JuinHa BONHEI 4.=0.25 HM.

Pentrenogudpaxmuonasiii UMK B CIICTU cocTouT M3 OBYX SKCIIEPH-
MEHTAJNbHBIX CTAaHLIMNA, CMOHTHPOBAHHBIX Ha KaHajaxX BbiBofga CU Ne2 u Ne6.
Cranuusa Ha kanane CHU Ne2 Hocur HazBaHHe «AHOMAJbHOE paccesHUe»
U TIpeJHA3HAYCHA JUIS MPOBEACHUS CTATUYCCKUX DKCICPUMCHTOB C BBICOKHM
VIJIOBBIM pa3pelicHUEM U C HCIOJIh30BAHUEM IIMPOKOTO CIICKTPAIbHOTO JIHA-
nmazona CHU. [luHaMudeckue 3KCIIEPUMEHTHI MO0 HCCICAOBAHUIO CTPYKTYPHBIX
mpeoOpa3oBaHUil B MaTepualiaX IO BO3JCHCTBHEM BBICOKHUX TEMIICPATyp
U PEaKIMOHHBIX Cpel C XapaKTePHBIMH BPEMEHAMH IPOTEKAHUS IPOIECCOB
0oJiee OHON CEKYHIBI BBITOJNHAIOTCS Ha cTaHmmu kanama CU Ne6 «IIperusn-
OHHasI TU(HPAKTOMETPHUS».

Kanan CU Ne2. CxeMa dKCIIepUMEHTAIBHONW cTaHIMU Ha KaHaime CH Ne2
npencraBieHa Ha puc.l. ITockombky CH B TUIOCKOCTH OpOUTHI 3JIEKTPOHOB
(TOpH30HTANBPHOHN TUIOCKOCTH) UMEET JIMHEHHYIO TIOJISIPHU3aIfio, BEIOpaHa Bep-
TUKaJbHAs TUIOCKOCTh MU(ppakuuu. Aneprypa BxomHoro nyyka CU dopmupy-
€TCsI TOPU30HTAIBHBIMU U BEPTHKAIHHBIMU BXOJHBIMH TAHTAIOBBIMHU IICISMHU,
HMEIOLUMU pa3Mepsl cooTBeTCTBEHHO ~(0.1+2.5 u 5 mm. PaccTtosinue oT Touku
M3ITYYCHUS IO BXOIHBIX Iienei craniuu ~10 M. J[1s MoHOXpOMaTH3auu nep-
BUYHOTO «Oenoro» myuka CU ncronb3yeTcs COBEPUISHHBIH MIOCKHHA KPUCTAILT
Si ¢ mpope3pro mo padouer mwiockoctu 111. Takol kpucTamn oOecrieyuBacT
MOJIY9CHHE MOHOXPOMATHYIECKOTO M3JIYICHHUS B nuamnazoHe e BoH oT 0.05
110 0.4 HM CO cTeneHbI0 MOHOXPOMATHU3AINH A/l//l~(1—3)'10'4.

3a MOHOXPOMATOPOM YCTaHOBJICHA TOPU30OHTANbHAS ()OHOBAS IICIh U TaH-
TajoBas JOBYIIKA MPSMOTO IIyYKa, IPOLICIIEr0 CKBO3b KpHcTaml. MoOHHUTO-
pUpOBaHHE UHTEHCUBHOCTH BXOJAHOI'O MOHOXPOMATHYECKOT'0 My4YKa OCYIIECTB-
JIETCST CHUHTIILISITUOHHBIM 1eTekTopoM «Nal(Tl) — ®DY-130» mo nHTeHCHUB-
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HOCTH M3IIy4eHHs, pacce-
sHHOro Ha ToHKOM (1-10 e OR 18

HakonuTens anekTpoHos BAMM-3 Oetextop

l.lM) pacceuBaTeiiC U3 JICr- Cubupckuit LieHTp
Ci 2 K -
KOr0o MeTalla, HarpuMep, FRESITRSHECIS SIS anameatop Ge(111)
ATIOMUHHUS. JHetektop _— l
AMEET aMIUTUTYIHOE pa3-
. PaccevBartens J

pemenne ~40% n pabora- Moroxpowaop Si(111)
€T B PEXHMME CYETa HM- Bromoi BuixonHof

(eJal;le)7} konnumarop

- 0! atop I

MyJbCOB. THIHMYHOE 3HA _ onnuar -

YCHHE HMHTCHCHBHOCTH B % —
¢ v ;
monutope (3-8)-10°  do-

TOH/CEK B 3aBHCUMOCTH OT

ToKa B HakonuTene. Kpome Puc. 1. Obmas cxema 3KCIIEPUMECHTAIBHON CTaHIIUK
TOrO, 3TOT JETEKTOp HC- Ha kanane CH Ne2 Hakomurens anekTponos BOIIII-3

MoHuTOp BXOAHON
VHTEHCMBHOCTM

M0JIb3YETCSl IPU HACTPOHKE MOHOXPOMATOpa Ha HYXKHYIO JJMHY BOJHBI HU3ITY-
geHus. [[st 9TOro Ha MECTO TOHKOTO pacceWBaTessl yCTaHaBIMBAaeTCs (oOJbra,
coJieprKaliasi AIEMEHT, Kpai MOTJIOMICHHUS KOTOPOro OJM30K K TpeOyeMoi uiu-
HE BOJIHBI, U PETUCTPUPYETCS €T0 CIEKTP MOTJIOMICHUS MO (IFOOPECIICHITNH.
3aTeM, UCHOJNB3Ysl Kpail MOTJIOIIEHUsI KaK pemnep, NPOU3BOAUTCS HACTpOHKa
MOHOXpOMaTopa Ha HY)XHYIO JJIMHY BOJNHBI. [Ipu 3TOM ommbOKa, Kak TpaBHIIO,
HE IPEBBIIIAET (1-5)'10'5 HM. TouHOE 3HaYeHHE MJIMHBI BOJIHBI OMpPEAEIseTCs
OOBITHO IO TIOJIOKEHHUIO PEe(IIEKCOB ITATIOHHOTO 00pa3iia B 00JaCTH OOJIBIITHX

o
yrioB audpakumun 260~120-130 .

Mexay o0Opa3loM W JETEKTOPOM YCTAHOBICH IUIOCKHHA COBCPIICHHBIN
kpuctamn Ge(111), KoTopslid 00ecTieduBacT BRICOKOE HWHCTPYMEHTAIBHOE pa3-
peurenre audpakTOMETpa, BBIMOIHSS POJIb Y3KOH «IIPUEMHO LIeH», MOJaB-
JISIET HEKOTEPEHTHO paccessHHOe U (III0OPECIIEHTHOE M3Iy4eHHE, a TAKKE Jieia-
eT AuppakToMeTp HEUYBCTBUTEIbHBIM K MPOHUKHOBEHUIO HM3JIy4eHHs BrIIyOb

o0pasia, CMCIIeHHI0 00-
Kpucrann-
anannsatop paslia U HapYIICHUIO CO-
- \e-ei5(2010;  oTHomenus ©-20. PaGora
KpHCTaJUIa-aHaTH3aTopa

=0
MPOWUTIOCTPUPOBAHA  HA
; 7 puc.2.
Aoy / / Jnst OTIpeACICHHUS

WHCTPYMEHTAJIBFHOTO  pas-

- pemienus nudpakromMeTpa
®E

A=2d,sin0, | p OB BBITIOJIHEH OJKCIEpPH-

/ L/L/J// MCHT C HCIIOJIb30BAHUCM

of — o 9TaJOHHOTO 96pa3ua

- SRM640 (xpemuwuit); -

Puc. 2. Cxema paboTbl KpPHUCTAIIA-aHAIM3ATOPA. HAa  BOJHBI  H3ITyYCHHS

30ech dy u @,, — MEJHCNIOCKOCIMHOE PACCMOsAHIUE 1=0.154 um, BEPTHKAIIb-

u yeon bpazea monoxpomamopa, 2®‘,§ — yeon bpseea HBIA pa3Mep BXOJHOM Iie-

pegnexca obpasya, A(2@) — omrioOHeHue niea demexmopa  JINA 1 ™M, xpucrami—
om yena Bpocea anammsarop Ge(111).
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Jist cpaBHEHUS OBLITH TIOTYYCHBI PACUCTHBIC 3HAUCHUS IMUPUH AU(PaKITH-
OHHBIX JIMHUH, BBEIYUCIICHHBIC KaK CBEPTKa YIIIOBOTO M CIIEKTPAJIBHOTO pacmpe-
JIENICHUS] N3ITYYeHHS ¢ (QYHKIMAMH IPOITYCKAaHMS BCEX ONTHYECKUX DJIEMEHTOB
IuppakTOMETpa B HPEAIOJIOKEHIH, YTO OHH MMEIOT TrayccoBy ¢opmy. Ilpe-
HeOperasi IIMPUHAMHU PeQIIEKCOB MOHOXpOMAaropa W aHalIW3aTopa, MajbIMU
B CPaBHEHHH C BEPTHKAIBLHON PaCXOANMOCTBIO IEPBUYHOTO ITyUKa, TOTydaeM:

2
L O) =| 14289 180, |
‘ 1g®, 180,

m

(A ,
e UHIEKCHI M U a OTHOCATCSA K MOHOXPOMATOPY W aHAIIN3aTopy, a & — BEPTHU-
KaJIbHas paCXO,Z[I/IMOCTB HCpBI/I‘IHOFO nyqKa, OFpaHI/I‘IeHHa}I BXOZ[HOI71 HICJIBIO.
C yd4eTroMm YIIUPEeHWsI, BHI3BAHHOTO PacxXoauMOocThio P nudparupoBaHHOTO
ITy4YKa B IIIOCKOCTH, TIEPIIEHANKYIISIPHON TUIOCKOCTH TUGPaKIINH:

A, (20)=(0.250) (ctg20 +tg®, )
U YIIUPEHUs BCICICTBUEC KOHEYHOTO pa3Mepa o0IacTeil KOrepeHTHOTO paccesi-
aust (OKP) gactur obpasna:
A (20) =0941/(L cos®),
rne L — cpeaHumit pasMep KpHCTaUTOB B obOpasue (~500 HM), mosrydaem
BBIpaKEHUE IS MIUPHHBI TUPPAKIHOHHBIX JTMHAN:
(A,20)" =(4,,,20)) +(4,(26))" +(4,20))

[IpuHATHIC B pacueTax BEITUIUHBL:

— BEpTUKAIbHAS PACXOIUMOCTh nepBuaHOTro myuka CHU ~0.1 mpap;

— a3uMyTaJbHAs PACXOIUMOCTh AU(PArUPOBAHHOTO MydKa, OMpeaeseMas Kak
VIJIOBOM pa3Mep INPHEMHOTO OKHA JETeKTOpa, OTHECEHHBI K pagmycy
mudpaxromerpa, P~0.05 pam.

Ha puc. 3a mokas3aHbl 3KCIiepUMEHTaIbHAS U pacyeTHAs! 3aBUCUMOCTH IITH-
puH Au(PaKIMOHHBIX JUHHHA OT yria mudpaknuu. Puc. 30 meMoHCTpUpYeT
armpokcuManuto pediekca Si(533) ¢pynkmueit ncesno-Doiirra.

Kak mokasana mpakTHka, HHCTPYMEHTAILHOTO pa3pelleHHsI, KOTOPBIM 00-
nagaet gudpakrometp Ha kaname CU Ne2 B CLICTH, BnosiHE TOCTATOYHO TSt
pelreHust OONBIIMHCTBA 33a1a4d. ExBa nm He OoJice IICHHBIMH KaueCTBAMH JIU-
(pakTomMeTpa SIBISIOTCS MPAKTHUECKOE OTCYTCTBHE MHCTPYMEHTAIBHBIX abep-
palmii ¥ BBICOKAs TOYHOCTH IMOJNyYacMBIX C €r0 MPUMEHCHHEM 3KCIICPHMEH-
TaJIbHBIX TaHHBIX.

Ha cranmuu peannzoBaH psa AUGPaKIMOHHBIX METOAUK, OCYIICCTBICHHE
KOTOPBIX C HCIIOJIb30BaHUEM JIaOOPaTOPHBIX AU(PAKTOMETPOB UYPE3BBIYANHO
3aTPYAHUTEIBHO, @ B HEKOTOPBIX CIyYasiX MPUHIATHAIEHO HEBO3MOXKHO:

— Imudpakius ¢ BEICOKAM YTIIOBBIM pa3pelIcHUEM;

— mudpaknus B ckonp3smeM mageanu (Grazing Incidence Diffraction);

— MaJoyrioBas qudpaknns (Iudpakuus Ha JTHHHONCPHOIHBIX CTPYKTYPax);

— monyyeHre ~ (QYHKOWMA  pajdalbHOTO  paCIpEleNiCHUS  JICKTPOHHOM
TUIOTHOCTH,

— mudpakius ¢ UCHOIb30BaHUEM () (heKTa pe30HAHCHOTO PACCESHUS.

tot instr



0,16 SRM640 (Si) — 3KcnepumeHT

fi)w:%?gsw:) Pecbnekc 533 —Pacyert (nceepo-doiirt)
0,144 - Mpocounb 0.5L+0.5GA —PasHocTb
m OKCnepuMeHT R.=4.7%
0.12] — Pacuer Pl
)
@
o
= 0,101
o)
3V
< 0,08
=
I
= 0,06
w
0,04
P amtOm e, AT e e
0,02 T T T T T T T r T T T d
20 40 60 80 100 120 140 136,0 1365 137,0 1375 138,0
20, rpap 20, rpaa
Puc. 3a. 3aBUCHUMOCTb IIUPHH PE(ICKCOB CTAH- Puc. 36. Ilpoduns pednexca Si(533) u ero
napta SRM640 (Si) ot yria qudpakuuu anmpokcumarms GyHkuueit neesno-doiirra

Kanan CH Ne6. Cranuus, cMOHTHpOBaHHas Ha kaHaie Ne6 BoiBoga CHU
HakornuTess snekTponoB BOIII-3, mpenHasHaueHa AJis MCCIEIOBaHUS CTPYK-
TYpbl U CTPYKTYPHBIX NpEBpAIlleHUH B TBEPJOM Tejie MOJ BO3JIEHCTBUEM Da3-
JIUIHBIX BHEITHUX YCIOBUW METOJaMH PEHTI'€HOBCKOW audpakmuu ¢ paspere-
HHUEM IO BpEMEHU. DKCIIEPUMEHTHI Ha CTAaHLMU POBOASTCS C UCIOJIb30BaHUEM
MOHOXPOMATHYECKOT'O M3IyUeHHUs C JAUCTIepcuer mo yriry. CTaHmus BKIIOYAeT
B cc0sl MOHOXPOMATOP M CHCTEMY KOJUTMMAITUH U3JIYYCHHUS, CHCTEMY JCTCKTHU-
poBaHHs ITU(PArHPOBAHHOTO OOPA3IOM HM3IIYUCHHUS, PEHTTEHOBCKHE KaMEphl,
B KOTOPBIX MOMEIIAETCsI 00pa3ell U MOTYT OBITh CO3JIaHbI PAa3JIMYHbIC YCIOBUS,
a Takke BCTioMoTrarenbHoe oOopynoBanue. OOmmIas cxema CTaHIUU MPEACTaB-
JieHa Ha puc.4.

MonoxpomaTHu3aius nepBUIHOTO «Oemoro» myuka CU ocymiecTBisieTcs
OJHOKPATHBIM OTPAXKEHHEM U3JIyUYE€HHUS OT INIOCKOTO COBEPIICHHOTO KpUCTallia
C OTKIIOHCHHEM MOHOXPOMATHUYECKOTO TyYKa B BEPTHUKAILHOMW TIOCKOCTH Ha
(UKCUpOBaHHBINA yroj. BenwunmHa yria ompenenseTcss TeOMETPUICCKUMH YC-
JIOBUSIMHU PACTIOIOKESHHS CTAHIIMHA B COCTaBisIeT ~30° K MEeAMaHHOM TUIOCKOCTH
HakomuTeNs. Pabodast SHeprus W3MydeHHs 3aBUCHT OT THIA KPHCTAJIa, HC-
M0JIb3yEMOTO B KaueCcTBE MOHOXpoMaropa. Ha cTaHmmu mpuUMEHSIOTCS TPH TH-
na kpuctamoB — Ge(111),  KauanCuNes
Sl(l 1 1) i S1(220) BBI60p HaKOI‘IVITeJ:Iﬂ anekTpoHos BAMM-3

o Cubupckuii LieHTp
pa60‘{CI/I OHEPIrun ITUKTYET- CUHXPOTPOHHOTO ManyueHns
Ci YCJIOBHSAMH DKCIEpPHU-

MoanumoHHo-
4yBCTBUTENbHBI
AeTekTop
0f-3M-350

MCHTaA, BO3MOXHBIC 3HA4cC- Cxema ¢ No3NUMOHHO- ‘ ,,‘f,y{ O6pasen

(v YYBCTBUTENbHbIM AETEKTOPOM
HHﬂ 3HeerH (I[HHH BOHH) B peXviMe paspelueHnsi No BpeMeHn 4-kaHanbHas cxema
I/I3Hy'{eHI/IH COCTaABJIAIOT BXOAHOV Konnumatop ;fgiﬁgf%epzljggﬁlo;sm
7.162 k3B (0.1731 M) mis Motoxpowmatop Ge(111) o/ puoranne serermopn o

Si(111) aHanuaatopbl

Kpucralljia Ge(lll), 7460 [M03MUMOHHO-UYBCTBUTENbHAS \Si(zzo) i
B (0.1662 HM) mms g - 2
Si(111) m 12183 1B Tawmy o
. 10M_~
(0.10176 mm) ana Si(220). _—
BepTukanbubrit pazmep
Iydyka OTrpaHU4YCH BXO/HBI-

Puc. 4. O0was cxema SKCIIEPUMEHTAIBHON CTaHIHH
Ha KaHase Ne6 HakonuTens 31ektpoHoB BOINI-3
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MU mensimMu audpaxromerpa mupuHoi ~0.1+0.2 MM, COOTBETCTBEHHO, JHEpPTe-
THYECKOE pa3pelIeHHe MOHOXPOMATOpa OleHUBaeTCs Kak AE/E=AA/A~10".

Peructpanust peHTreHOrpaMM B IpOLECCE 3KCIEPHMEHTa MPOU3BOIUTCS
MO3UIIHOHHO-9yBCTBUTEIbHBIM PEHTTCHOBCKUM OTHOKOOPJMHATHBIM
nerektopoM «OJ[-3M-350», pa3paboTaHHBIM M CO3ZaHHBIM B HMHcTuTyTe
sneproit ¢usuku nm. ['U. Bynkepa CO PAH. [lerekTop mo3BoisieT (UK-
cUpoBaTh IU(PArMpPOBAHHYI0O WHTEHCHBHOCTH OJHOBPEMEHHO B JHMara3oHe
yrioB ~30° ¢ apuckpetHocthio ~0.01°. KoHCTpykuusi geTekTopa AOMycKaeT
MUKPOCEKYHIHOE pa3pellleHHe MO BPEMEHH, OJHAKO XapaKTepHbIE BpeMEHa
HCCIEIYEMbIX IIPOLECCOB HE TPEOYIOT CTOJIb BBICOKOTO OBICTPOACHCTBUS, U
9KCTIO3ULHUS COCTABISIET, KaK MIPAaBHIIO, OT OAHOW O HECKOJBKHX JIECSTKOB CeE-
KyH]l Ha kafp. [lerektop ycTaHOBieH Ha nipenn3noHHoM ronnoMmerpe « HUBER
480» 1 MOXeT OBITh TO3ULIMOHUPOBAH 110 YIIy 2@ B TpeOyeMoe I0JIOKEHHE,
ompenensieMoe KOHKPETHBIMH YCIOBHAMH 3KCHepHMeHTa. HemnocpencTBeHHO
nepes MPOBEICHHEM M3MEPEHHWH BBINONHSACTCA TIpajyHpoBKa AETEKTOpa IO
pPEHTTeHOrpaMMe CTaHAAapTHOrO oOpasia kopyHna. Ilpouemypa rpamynpoBku
COCTOHT B COIIOCTaBJICHUN HOMEpA KaHaja JETEKTOpPa COOTBETCTBYIOIIEMY YT-
ny mudpaknuy Ha peHTreHorpamme. [ pagynpoBKy NPOHU3BOISAT MPHU TOM TIO-
JIO)KEHHUH JIETEKTOpa, KoTopoe OyJeT pabodnuM Ui JTaHHOTO KOHKPETHOTO JKC-
nepuMeHTa. B ciygae HEOOXOAMMOCTH JETEKTOP MOXET OBITh ONEepaTUBHO
nepeMerieH B TpeOyeMylo MO3WIMIO HMOBOPOTOM TOHHOMETpa Ha 3aJaHHBINA
yronB KOMIIEKT SKCHEpUMEHTANbHON CTAHIIUU BXOJAT PEHITEHOBCKUE BBICO-
kotemneparypabie kamepsl HTK-2000 m XRK-900 mpowmsBomcTBa «Anton
Paar», ABctpus. Kamepa HTK-2000 npeaHa3HadeHa aJisi MPOBEIEHUS PEHTTeE-
HOIM(PAKIMOHHBIX HUCCIENOBAaHUN CTPYKTYPBI M CTPYKTYpPHBIX MpEeBpaIleHUN
B o0Opasie moja NeHCTBHEM BBICOKOW TEMIIEpAaTyphl Ha BO3JyXe, B MHEPTHOM
cpene wiv B BakyyMe. TemmnepaTypHbIi [rana3oH BapbUpPYeTCs OT KOMHATHOU
temriepatypsl 10 ~1300+1400°C Ha Bozmyxe u 1o 2000°C B BakyyMe MpH JaB-
nenusx e Hike 107 MGap.

Kamepa-peakrop XRK-900 no3BosisieT npoBOAUTH SKCHEPUMEHTHI 10 HUC-
CJICZIOBAaHUIO CTPYKTYPHBIX M (Pa30BBIX MPEBpalleHui B 00pa3ne IpHu Temiepa-
Typax 10 900°C B OKUCIUTENbHBIX, BOCCTAHOBUTEILHBIX U MHEPTHBIX T'a30BbIX
cpenax npu gasienusx ot 0.1 mOap mo 10 6ap. KoHcTpykums kamepsl gormyc-
KaeT IPOXO’KACHHE Tra30BOH CMECH CKBO3b 00pasell U BBIXOJ ra30(ha3HbIX Ipo-
yKTOB PEAaKLUH Yepe3 BRITyCKHON MaTtpyOok. KoHTpons TemmepaTypsl mpous-
BOIUTCS TEPMOMAPOH, PACIIONIOKEHHONH B HEMOCPEICTBEHHOW OIM30CTH
OT o0pasra.

Jlis mpoBeneHus UCCIeOBaHuM in sifu B PEaKIMOHHBIX CpeJax Ha CTaH-
MM MMEETCS] CUCTEMa MOATOTOBKH Ta30B IS CO3JaHMS ra30BOH CMECH Tpe-
OyeMoro cocraBa mepeJ Irojaucii ee B kamepy-peakrop. K BeIXomy Kamepsl-
peakTopa MOXKET OBITh MOJKIIOYEH aHAIN3aTOp COCTaBa ra3o(asHbIX MPOIYK-
TOB peaKIiy, HallpUMep, KBaJPyHOIbHbIH Macc-CIEKTPOMETD.
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- Temnepatypa, °C
B xauectBe oKCmE 047ro—30 230 45T y%-”. 10 10
puMeHTa 1o oTpaboTke

0,47764
METOIUKH BBICOKOTEMIIE- 04774

1,307

- 1,306

paTypHBIX HCCJIEIOBaHUMI 0.4772] 41.305
ObUIa  3apeTUCTPUPOBAHA 0,4770 11,304
cepus PEHTTEHOTpAMM 04768+ 1105 =
KOPYHJa B IIPOLIECCE €ro = 047664 3
HAarpeBa Ha BO3AYXE OT 047641 7"

047624
0,4760-
047584
04756 r ' ' Y

KOMHATHOW TEMIIepaTyphI 41,301
no 700°C ¢ skcno3unmei

1 mun/kagp. Ilo momoxe-

1,300

1,299

HUSM pedIIeKCOB KOpYyHIa 0 20 40 60 0 100

ObLIH OIIPEAC/ICHBI Tapa- Bpewmsi, MuH

METPBI €0 3JIEMEHTAPHON  Puc. 5. 3aBHCHMOCTH NAPAMETPOB PEIIETKH OT TEMIEPATYPhI i
SYEHKU U UX 3aBUCUMOCTH K09 ULMEHTBI TEPMUYECKOTO PACIIMPEHHUS KOPYH/IA

OT TeMIIepaTyphl TIPH PaBHOMEPHOM HarpeBe co ckopocTthio 10°C/MuH, KOTO-
past mpezcrasiieHa Ha puc.S. [loimyueHHsle U3 3TOM 3aBUCHMOCTH K03 durmen-
THI TEPMHUYECKOTO PACHIMPEHUS KOPYHIA XOPOIIO COTIACYIOTCS C M3BECTHBIMHU
JUTEPATYPHBIMU 3HAYCHHUSIMU.

Takum oOpa3oM, Ha CTaHIIMH peaNTN30BaHa METOAWKA PEHTreHorpaduu in
situ C paspelieHHeM 10 BPEMEHH, KOTOpasl MO3BOJISICT HCCIIEI0BATh XapakKTep
CTPYKTYPHBIX U (pa30BBIX MpEBpamieHuid B 00pasie, IPOTEKAONINX C YMEpEH-
HBIMH CKOPOCTSIMHU, B pe3yJIbTaTe BO3ICHCTBUS BBHICOKMX TEMIIEpaTyp M peak-
IUOHHBIX cpen. KpoMe Toro, BO3MOXEH OIEpaTHBHBIN aHAIN3 COCTaBa Ta3o-
(ha3HBIX IPOIYKTOB PEAKIIHH.

B mocnenyromux riaBax AWCCEPTALMH HM3JIOXKEHBI PE3YNBTAThl MCCIIEHO0-
BaHUI MaTEePHAIOB U MIPOIECCOB, ISl KOTOPHIX KIFOUEBBIMH SIBIISIOTCS] PEHTTe-
HOJIM(PAKIMOHHBIE 3KCIIEPUMEHTHI, TIPOBEICHHBIE C UCIIONB30BAaHUEM CO3JIaH-
HOTO OOOPYHOBAaHWS M YHHKAJIBHBIX CBOWCTB CHHXPOTPOHHOTO W3Iy4CHUS.
B Tperbeii riaBe mpenCTaBICHBI PE3yJbTATHl HCCIICIOBAHUI, BBHITIOJHCHUC
KOTOPBIX CTaJI0 BO3MOXHEIM OJIaroapst 0COOEHHOCTSIM CIIEKTPaIbHO-YTIOBOTO
pacopenenenus CHU.

Xapaxmep ynopsaodouenus kamuonuwvix eaxarcui 6 yFe,0; Oxcnp xenesa
v-Fe,O3 aBnseTcs NMpOMBIIUICHHOBAXHBIM OOBEKTOM, MIMPOKO HCIIONB3YEMBIM
B IIPOM3BOJICTBE MArHUTHBIX MaTEpHAJIOB, KaTalnu3aTopoB u Ap. Kpucrammmde-
ckast cTpykrypa Y-Fe,O; Onm3ka k cTpykType oOpaménnor mmuHenn Fe;Oy,
HO COJICpP)KUT BaKaHCHH B KaTHOHHOW IMOJpEIIETKE, XapaKTep paclpeesieHUs
KOTOpPBIX HE YIaBaloch YyCTaHOBHUThH. [lomydenue peHTtreHorpamm 7Y-Fe,Os
C Y/IOBJICTBOPHUTEIILHON CTATUCTUKOW M pa3pelieHHeM, JOCTATOUHBIM IS aHa-
nM3a CTPYKTYpHl, Ha m3nydeHnn CuK, oka3amoch HEBO3MOXKHBIM BCIIEACTBHE
CHJILHOTO TTOTJIOLICHUSI M3JIy4eHHsI B 00pasne. DKCIIEPUMEHTHI C IPUMEHEHHEM
PEHTT€HOBCKHUX TPYOOK C KEeJIE3HBIM TN KOOAJbTOBBIM aHOAAMHU HE JTANH Ke-
JIAeMOT'0 pe3ysbTaTa W3-3a OTPaHMYEHHON MHTCHCUBHOCTHU MEPBHUYHOTO ITyYKa.
Pemennem mpobnembl cTan TUGPAKIIMOHHBIN SKcmiepuMeHT Ha mydke CU
C UCIIONIb30BAaHUEM HM3ITyUEHUS C SHEPTUEH HIDKE SHEpruu K-Kpast TOTIIOMEeHUS
xKemesa.
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Pentrenorpammer 06pasioB Y-Fe,O; Obutn moydeHs! B AHana3oHe YIioB
20 ot 10° mo 90° ¢ marom 0.02°, xpucramw—ananuzarop Ge(111). [{ns ymens-
IICHUS TIOTJIOMICHUS M3JIy4eHHUS B 00paslie W MOBBIIICHHS OTHOIICHHS «CHT-
Han—GoH» ObuUla BeIOpaHa JuHMHAa BONHBI wm3nydeHust A=0.17711 um
(Arex=0.17435 um). B pesynpTaTe Ha PEHTIEHOTPAMME OTYETIIMBO MPOSBHINCEH
6onee 20 pedraekcoB cnaboil HHTEHCUBHOCTH, OTHOCSIIIHECS K CBEPXCTPYKTYpP-
HOM TeTparoHambHOU sueiike (prc.6). PaciiernieHnss OCHOBHBIX «KyOWIECKHUX»
pedIIeKcoB Ha PEeHTIeHOTpaMMe He HabII0JaIoCh.

350 P —— YTo4HEHUE CTPYKTYpHl IpPO-

2 e BOJUIOCH C UCIOJIb30BAHUEM CHC-

Tembl mporpamm  IIOJIMKPU-

CTAJIJI MeTomoM HaWMEHBIINX

KBaJpaToB [0  HMHTETPAIbHBIM
MHTEHCUBHOCTSIM.

Jns  KoppekTHOro pacuéra
WHTETPANbHBIX ~ HHTEHCUBHOCTEH
HEOOXOIMMO YYHTBHIBATH IHCIICP-
CHOHHBIE TOINPAaBKH K aTOMHOMY

Puc. 6. Dparment peHtreHorpammsl y-Fe,0;. (l)aKTOpy paccesHus keneza Af

Hnoexcuvl ceepxcmpykmypHbix peghnekcog gvloenensvl i Af' U1 ILaHHOﬁ JUTUHBI BOJIHBI

reupHeI upUpmOoN n3nydenns. Pacuér monpaBok ObLI

BBITIOJIHEH ¢ HCIONb30BanueM mporpammel J[. Kpomepa. Just A=0.17711 um
Af=-3.88, Af'=0.48 711. ex1., NO3TOMY yUUTHIBAIACh TOJIBKO MONpaBKa Af'.

OTcyTcTBHE Ha PEHTTCHOTPAMME DACIICIUICEHHS OCHOBHBIX pe(IIEKCOB
aéT OCHOBAHME COXPaHUTh KyOMYIECKYI0 CHMMETPHIO 0a30BOH sSUeHKH. Y TOY-
HeHue e¢ IapaMeTpoB PEMIETKH MPOBOMMIOCH MO 12 omopHBIM peduiekcam,
B3SATBIM ITI0 BCEMY [MANa30Hy pEHITeHOTpaMMbl. B pesynbraTe yTOUHEHHs
MOJy4eHO 3HaueHHe napamerpa sueiiku a=0.83474(2) am.

JJiss yTOYHEeHHUSI CTPYKTYPHI B Ka4eCTBE MCXOIHOM OBLIa B3sTa CTPYKTypa
LiFesOg ¢ mpocTtpancTBeHHOM rpynnoit P4;32 B npeanonoxenuu, 4ro 4 atoma
Li B gyelike 3aMeHEHBI 11 aromamu Fe.

(03) (116)

(1)
013) (10)

w
8
i

w
%
i

w
82
i

1507

1007

MHTEHCUBHOCTD, UMI/CEK

3
3

10.0 150 300 350 400

Ha nepBoM 3Tare yTo4HEeHHUsI CTPYKTYPHI OBLT MPOBEIEH aHAIN3 3aCeEH-
HOCTEH TMO3WIHK >keje3a. B pesynbrare yTouHeHHS HauMeHbIMHA R-daktop
1, OJHOBPEMEHHO, HaWIydIlee COBMAJCHHE CO CTEXHOMETpPHEH OBLIHN TMoiryde-

HBI B clly4ae, KorJa 4—KpaTHas OKTadAprudecKas O3UITUs (%,é,%) OBLJIa 3aI10JI-

HeHa Ha 1, T.e., Korza e€ 3acenéHHOCTh cocTapisiia 1.34(2) aroma.

Pe3ynbraTel yTouHeHHsS KOOpPAUHAT aTOMOB B MPOCTPAHCTBEHHOM rpymie
P45;32 npusenensr B Tabn. 1. ®akrop HEIOCTOBEPHOCTH IO WHTETPAJIbHBIM
UHTEHCUBHOCTAM R=60.9%. TemneparypHblii M30TPONHBIA (akTop sl BCEX
aToMOB Haxouics B npeaenax 0.004-0.005 um’.
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Pe3yabTaThl yTouHeHHs CTPYKTYpbI Y-Fe,0;
(6a3oBasi MINHHEJIENOA00HAsN dJIeMeHTapHast siueiika, mpoctp. rp. P4,32)

Tao6baumal

Ne Atom Kpartnocts X Y Z 3acen€HHOCTH
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 0.375 0.125 0.875 0.33(1)
1 (6] 8 0.861(1) 0.861(1) 0.861(1) 8
2 (6] 24 0.372(1) 0.377(1) 0.876(2) 24
MeKaTOMHBIE PACCTOSIHUS, HM
Terpasap Fe** OkTanap Fe** OkTasap Fe**
Fe(1)-0O(1) 0.189(1) Fe(2)-0(1) 0.206(1) Fe(3)-0(2) 0.211(1)
[x2] [x6]
Fe(1)-0(2) 0.184(1) Fe(2)-0(2) 0.201(1)
[x3] [x2]
Fe(1)-0(2) 0.207(1)
[x2]
Cpennee 0.185 Cpennee 0.205 Cpennee 0.211
Fe-O Fe-O Fe-O

Hammane cnabeix pednexcoB Ha pertrenorpamme Y-Fe,O; cBszaHo ¢ y1io-
psOYeHIEM KaTHOHHBIX BaKaHCHH W 00pa30BaHHEM CBEPXCTPYKTYPHOU TeTpa-
TOHAJILHOW SYeWKM ¢ MepHoiaMu a'=a U c'~3a, NPOCTPAaHCTBEHHAs TIpyIna
P4,2,2. Ha BTOpOM 3Tamne ObIJIO MPOBEICHO YTOYHEHHE IapaMeTpOB dJIEMEH-
TapHOI sSUEHKU B TETPArOHAJIBHOM CUCTEME C BKIIOUEHHEM B IPOLECC YyTOUHE-
HUSl CBEPXCTPYKTYPHBIX pedIiekcoB, KOTopoe nano 3HadeHus a=0.83474(2),
¢=2.50422(8) um, T.e. c/a=3.0 ¢ BBICOKOH TOYHOCTBHIO, YTO CBUACTEILCTBYET
0 TOM, YTO OCHOBHOW MOTHB CTPYKTYPHI HE TIOIBEPKEH e(hOpMarIyy.

ITepexon OoT KyOWYecKoW JJIeMEHTapHOH saeliku (mpoctp. Tp. P4332)
K YTPOEHHOH TeTparoHaiabHOI 3neMeHTapH01‘/'I queiike (mpoctp. Tp. P4,2,2)
oCyIIecTBIIsSIeTCs IpeobpasoBanueM: x —L, y, (z—2)/3. Ilpu Takom npeobpaso-

BaHMM 4-KpaTHas OKTasApUYecKas nosuius sxenesa (2,1.7) B KyOHUecKoit

rpyrme CUMMETPHH TEPEXOAUT B 4- W §-KpPaTHYI0 HE3aBHCHMBIC ITO3UINH

1,400 ® (1,1 2) B TeTparoHanbHOM rpymme cuMmerpui. I10oToMy BO3MOXHBI

JIBa BapHaHTa YIOPSAA0YCHHUS KaTHOHHBIX BaKaHCHH MO YTPOCHHOW 3JIeMEHTap-
HOM stuefike: 1) 4-kpatHas nosuums (1,1,0) SABISETCS MOJHOCTBIO 3aHSATOM,

a 8-kpaTHas MO3ULIUS (+,1,2) HOJHOCTBIO BaKaHTHa; 2) 4-xpaTHas TO3UIIUS

8’ 8’0) IMOJIHOCTBIO BaKaHTHA, a 4 aTtoMma eje3a CTaTHCTHYCCKH pacapencine-

HBI 110 8-KPAaTHOMN MO3HUKH (1,1 2). BbUIM IPOBEACHBI OLECHKH 10CTOBEPHOCTH
000MX BO3MOKHBIN BapHAHTOB YIOPSIOUCHUS KATHOHHBIX BaKaHCHU, JJI YETO
[0 COOTBETCTBYIOIIUM MOJEISAM OBLIH PACCUHTAHBI TEOPETHUECKHE PEHTTEHO-
rpaMMbl. B 000uX cirydasix ©IMen MecTo CIIa0BIi pocT (pakTopa HEOCTOBEPHO-
ctu (o 7.2%) 10 CpaBHEHHWIO C TIOJYYEHHBIM IPH YTOYHEHUH CTPYKTYPHI B
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0a3oBoii IITTHHEIETOI00HOH
syelike, 4YTO CBS3aHO, II0—
BUAVNMOMY, C BKJIIOUYCHHEM B
paccMoTpeHHe IOTOTHUTEIBHBIX
cmabeix  pedaekcoB.  OmHAKO
MOJIeNb, MPeINoararomas Ioi-
HYHI0 3aHATOCTb 4-KpaTHOHW mO-
suuun (1,1.0), rana gocraTouHo

Xopomiee COBHaJCHUEC TCOPECTHU-
YCCKN pPAaCCUNTAHHBIX 3HAYECHUI
WHTEHCUBHOCTH CBEPXCTPYKTYp-
HBIX pe(dIEKCOB C IKCIEPUMEH-
TaJbHBIMA, TOTAQ Kak IpW CTa-  p,. 7 Monenu CTPYKTypHI Y-Fe;O3 ¢ moka3aHHbIMH
TUCTUYECKOM  3allOJHEHUH  §- (a) 1 ckpbITBIMH (0) BAKAHTHBIMH TTO3HLIMAMH.
KpaTHOi/'I no3unuu 4 aroMaMu @ — KHCIOPOZX, © — Kele30 B OKTadapax, © — xKene3o
Kele3a MHTCHCHBHOCTh CBEpX- B TeTpadapax. YepHvim yeemom Ha puc. a) bl0eneHsl
BAKAHNIHbIE OKmasdpuqec;cue nosuyuu

CTPYKTYPHBIX pedIeKcoB, pac-
CUUTaHHass TCOPETUICCKHU, 6BIH3. BIBOC MCHBIIIC BKCHCpI/IMCHTaHBHOﬁ U BCEX
CBEPXCTPYKTYPHBIX peIIeKCOB.

Takum 06pa30M, MOJXHO caejaTh BBIBOA, YTO yHOpH,Z[O‘-IeHI/Ie KAaTUOHHBIX
BAaKaHCHM MPOMCXOIUT MO 8-KPaTHOM OKTAdAPUUECKON MO3ULHUU (é 1 l) s

°8°3
a atroMsl Fe 3aHUMAar0T, COOTBCTCTBCHHO, 4-KpaTHyIO OKTa3ApHUYICCKYIO MO3U-

o (1,1,0). Ha puc.7 npexcrapiena koHedHas MOAENb CTPYKTYpBI Y-Fe,0s.

Cunmes u_cmpykmypa mMe30CmpyKmypupo8aHHblx Me30asHblX CUIUKam-
HLIX_U_DNIeMEeHm-CUNUKAMHbIX_Mamepuanos. Me30CTpyKTypHUpOBaHHbBIE CHIIH-
KaTHBIE M SJIEMEHT-CWJIMKATHBbIE MaTepHanbl JEMOHCTPUPYIOT YHOPSIOUCHHE
CTPYKTYPHBIX €AMHUI] — ME30TIOP HAHOMETPOBOTO AUAMa30Ha — MPU BO3MOXK-
HOM OTCYTCTBHH JaNbHEr0 MOpsAKa Ha aTOMHOM YpOBHE. DTH MaTepHaibl Xa-
PAKTEPH3YIOTCS BEChbMa BBICOKOI yAeIbHOM mMoBepXHOCTBIO, 7001000 M*/T,
¥ GOIBIINM YIEIbHBIM 00beMoM Me3omop, 0.7+1.4 cv’/r. Takue 0co6eHHOCTH
MaTepHalioB JIENIAI0T WX YPE3BbIYAWHO IPHUBIEKATEIBHBIMU C TOYKH 3PEHUS
UCTIONIB30BAaHMA UX B PA3JINYHBIX TEXHOJIOTHUECKHX IIPOIIECCAX, B YACTHOCTH, B
TETEPOreHHOM KaTaJln3e.

MexanusMm cuHTe3a (COOCAKICHUS U3 PACTBOPOB) ME30CTPYKTYPHUPOBAH-
HBIX CHJIMKaTHBIX MaTEPHAaJOB OCHOBAH HAa JJICKTPOCTATUYECKOM B3aHMOJCH-
CTBUM «IOBEpXHOCTHO-akTUBHOE BemiecTBO (ITAB) — HeopraHuueckuii KOoM-
MIOHEHT», TI03TOMY YPOBEHb KHCIOTHOCTH CpeIbl HEM30EKHO JIOJDKEH MOBJIH-
STh Ha MPOIIECC CaMOCOOPKH Me30(ha3bl U Ha CTPYKTYPHO-TEKCTYPHBIE Xapak-
TepucTuku Tponaykra. Ilockonbky 3HaueHuss pH ocaxneHus u3 pacTBOpPOB
KaTaJIUTHUECKU BaXKHBIX 3JIEMEHTOB JIeXkKaT B UHTepBase ~1.6+4.0, a co3nanue
KaTaJIUTHYECKUX CHCTEM Ha OCHOBE ME30CTPYKTYPHPOBAHHBIX CUJIMKATOB BbI-
IJSIINT BEChbMa MPUBIICKATEIbHBIM M MHOTOOOCHIAIONINM, IPEACTaBISECTCS
HEOOXOANMBIM TPOBECTH HCCIECJOBAaHHE CTPYKTYPHBIX M TEKCTYPHBIX Iapa-
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METPOB ME30CTPYKTYPHPOBAHHBIX CHJIMKATOB, MOJMyYaeMbIX B yKa3aHHOW 00-
JIACTH KHUCIOTHOCTH. MIHTEpeC MPeCTaBIAIOT TAKHE MapaMeTPhl, KaK yIeabHas
MIOBEPXHOCTh CHJIMKATHBIX Me30(as, yAenbHbIi 00beM Me3010p, pacrpesee-
HUE ME30TOop MO pa3MepamM, HapaMeTp dSJEeMEHTApHOU sUYeHKU ABYMEPHO-
reKcaroHajJbHON YIaKOBKH ME30IOp U CTEIEHb UX YIOPSIOUYEHHOCTH, a TaKKe
3aBHCHUMOCTbH dTUX 3HaUeHUH 0T pH ocaxmeHus Me30¢ha3bl.

CuHTe3 00pasloB ME30CTPYKTYPUPOBAHHBIX CHIIMKATHBIX MAaTepHAJIOB
B YMEPEHHO KHCIJIOW cpelie TPOBOIIIIN 10 paHee OTPaOOTaHHOW TEXHOJIOTHH,
TIPEATIoJIararolie NCIoJIb30BaHne CHIIMKaTa HaTpus Na,Si,Os B kKauecTBe Wc-
TOYHHKA KpEMHe3eMa M  aJKWJIaMMOHUKWHOTO  uWoHoreHHoro IIAB
C16H33(CH;3);N*Br~ (rekcagenuntpumeTHnaMMonuii 6pomu). Iporece ocax-
JIEHUS. ME30CTPYKTYPHUPOBAHHOTO IPOIYKTa U3 PACTBOPOB BKJIIOYA [[BA HTAlA.
Ha nepBom stame pactop I[TAB ¢ pH~0.6+0.8 cmemuBanu ¢ pacTBOPOM CH-
JIUKaTa HATpUs ¢ ONM3KUM 3HaueHHeM pH mpu WHTCHCUBHOM IEpPEMEITHBAHUH
Y BbIIEPKUBAJIM B TeueHHe 3 yacoB (mepBoe cMmelienue). Ha stom stane B cuc-
TEMy MOTYT OBITh BBEIICHBI KATaIUTUYCCKA aKTHBHBIC T€TCPOATOMBI, HATIPH-
mep, AI**, Ti**, Zr*, Fe®* u np., B BUze pacTBOpa ¢ COOTBETCTBYIONIMM 3HAUC-
HueM pH. 3atem B crcTeMy BHOCWIIM JOTIOJHUTEIBHO IIETOYHON pacTBOp CH-
JIMKaTa HaTpWs O MOJydyeHus 3ajaHHoro 3HadeHus pH B unTepBane 2.5+5
(BTopoe cmemienue). Kak npaBuiio, KoJIu4ecTBO BBOAUMOTO Ha BTOPOM 3Tare
cunukaTa He npeBsimanio 20% ot obmiero coaepxkanus SiO,.

[lomyyeHHBI TPOAYKT pa3fesUTd Ha [BE YacTH, OJHA M3 KOTOPBIX
BBIJIEP)KMBAJIaCh B TEUEHHE CYTOK MPU KOMHATHOM Temmeparype (cepus I), a
BTOpYyIO HarpeBanu 10 50°C u BeIAEp)KUBAIN TIPH 3TOH Temmeparype 20 qacoB
(cepus II). [lns ymaneHust opraHMYecKOT0 KOMIIOHEHTa 4acTh 00pas3loB Ipo-
KaIuBagu Ha Bo3ayxe mpu temnepartype 200°C B Teuenue 1 waca, 3aTeM npu
550°C B Teuenue 3 4acos.

XapakTepHOH O0COOCHHOCTBIO ME30CTPYKTYPHPOBAHHBIX CHIMKATHBIX
MaTepHaJoB SIBJISETCS MPOCTPAHCTBEHHOE YIOPSAOYEHHE ME30I0p KaK CTPYK-
TYpPHBIX CAWHUI], 00Pa3yIOINX PErYISPHYIO PEIIeTKY C MEPHOIOM B HECKOIb-
KO HaHOMeTpoB. Takoe ITMHHONEPHOAHOE pACHpPEAEICHUE 3IEKTPOHHOU
IUIOTHOCTH B 00Opasiie Ha PEeHTTeHOTU(PPAKIMOHHBIX KapTHHAX BBIpaKaeTcs
B TOSIBJICHUH OTYETIHMBEIX PEe(ICKCOB B OONACTH MANBIX YTIIOB JU(PPAKIIUU.
[TomyyeHne peHTTEHOTPAMM CHHTE3HPOBAHHBIX B Pa3jMYHBIX YCIOBHUIX
00pas1oB OBUTO IPOBEIEHO MO OTPabOTaHHOM paHee METOIUKE C OrpaHUYCHH-
€M a3UMYTaJIBHOW PacXOANMOCTH TU(PPAarHPOBAHHOTO ITy4Ka. AHAJIH3 PEHTTe-
HOTpPaMM COCTOsUI B ONpeeNIeHnH Mepruojia IBYMEpPHO-IeKCaroHaJbHOU yma-
KOBKH ME30MOP U B OILEHKE CTETIEHH YIOPSAAOYCHHOCTH CTPYKTYPHBIX €IUHHIL
[0 BEJIIMYMHE YINUPEHHUS MudpakmuoHHOro makcumyma 10. CBUAETEIECTBOM
BBICOKOW  yTOPSAIOYCHHOCTH CTPYKTYPHl Me30(a3bl CUYMTANOCh HAINYHE
Ha peHTreHorpammax pediekcos Beicmx nopsakos 11, 20, 21 u T.1.

Hapsiny ¢ audpaknuoHHBIME NaHHBIME HEOOXOAWMa JOCTOBEpHAs HH-
¢dopmarus, moxydaeMas TEKCTYPOJOTHYCCKUMH METOJAaMH, TaKHUMH, HarmpH-
Mep, KaK HU3KOTeMIlepaTypHas agcopbuns a3ota. Kak m3BectHO, ancopOuoH-
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HBIIL METOJ TO3BOJISIET ONPENeNsITh, KpOME YIEeNbHON MOBEPXHOCTH 00pasia,
TaKkXKe BEJIUYMHY BHEIIHEH MOBEPXHOCTH, YICNbHBIA 00BEM ME30IOp M pac-
ImpejeneHre Me3onop mno pasmepam. I1o3ToMy cCOBMECTHOE NMpPUMEHEHHUE OU-
(paKIMOHHOTO M aICOPOIIMOHHOTO METOJ0B 00eCreurBaeT JOCTATOYHO MOJI-
HOE MPEACTaBIECHUE O CTPYKTYpE U TEKCTYpe ME30CTPYKTYpUPOBAHHOTO CUIIU-
KaTHOTO MaTepHaa.

PeHTreHOrpaMMBI UCXOMHBIX U MPOKAJICHHBIX 00pa3IoB OBLIM ITONYYCHBI
Ha mudpakromerpe kanama CU Ne2 ¢ mcnonb30BaHUEM H3ITyUEHUS C JTUHOU
BonHbI 0.154 HM B auamazone yrioB 20=1+7° ¢ marom o yriry 0.01°. TIpoka-
JICHHbIE O00pa3lbl HCCIEIOBAIM METOJOM HH3KOTEMIIEPATypHOU ancopOnuu
azora Ha npubope Micromeritics ASAP-2400. Pe3ynapTaTsl IpOBEeAEHHBIX CHH-
TE30B M HCCIENOBAHUN CTPYKTYPHO-TEKCTYpPHBIX XapaKTEPHCTHUK CHHTE3HpYye-
MBIX MaTE€pPHAJIOB ITOKA3aJH BO3MOXKHOCTH MOJYYEHHS ME30CTPYKTYpPHPOBaH-
HBIX cunukaToB Tuna SBA-3 ¢ mmamerpom me3omop ~3+3.5 HM W TOJIUHOU
CUJIMKAaTHON cTeHKH ~1 HM B obnacti pH=1+5. Ha puc.8 npuBeneHs! cBoaHbIC
AHHBIE JJI1 OCHOBHBIX CTPYKTYPHBIX M TEKCTYpHBIX HapaMeTpoB 00pa3loB
B 3aBHCHUMOCTH OT pH cunTe3a.

[IpencraBneHHble Ha PHUC.8 3aBHCHMOCTH XapaKTEPU3YIOT CIEAYIOIINE
CTPYKTYPHBIC U TEKCTYpHBIC ITApaMETPBI 00Pa3IOB:

a) IIUPHHA pacIpeAeIeHUs ME30IOp 10 pa3MepaM;

6) mmpuHa peduexca 10 Ha peHTreHOrpaMMax;

B) TMapameTp SUEUKHU ABYMEPHO-TEKCArOHAIbHOW YIIaKOBKHU ME30TIOP;

I) H3MCHEHHUC MMapaMeTpa sSUCHKU B pe3yabTaTe MPOKATUBAHHUS,

1) BeJIWYWHA yAeTbHON MOBEPXHOCTU ME30TIOP;

€) BCIIMYMHA BHEITHEHW MOBEPXHOCTH MaTepHalia;

) YACTHHBIA 00EM ME30TIOP;

3) CpeIHUH JUaMETp ME30IO0p, OMpeleNsieMbld Kak dme=a0£1/2, roe € —

MTOPUCTOCTH Me30(a3sbl.

B mepByro odepennr oOparmiaer Ha ce0s BHUMaHuWe TOT (akT, YTO IMMUPHUHA
pacrpeseneHs Me30Iop 10 pa3MepaM U mupuHa peduiekca 10 aust o6pasos
cepun I mpakTryecku He 3aBHCAT 0T pH cuHTe3a. DTO CBHIETENBCTBYET O AOC-
TaTOYHO BBICOKOH CTEINEHHU YIOpsIoYeHHOCTH Me30(dasbl. B To sxe Bpems, s
o0OpasnoB cepun 11 HaOMOMAETCS 3HAYUTENBHBIN POCT 3TUX MTAPaMETPOB C YBe-
mmyenneM pH. CrnenoBarenbHo, TepMuyeckas oOpabOTKa Ja)ke NpU OTHOCH-
TENbHO HEBBICOKOH TemmepaType B 50°C BemeT B cirydae pH>3.5 k yxymme-
HHUIO OPraHW30BaHHOCTH CTPYKTYpbI Me3odassl (puc.8(a) u (0)). IIpu sTom B
obmactu pH<3.5 o6a 3T mapameTpa MPaKTUIECKH HE OTIMYAIOTCS IS 00enX
cepuii 00pa3loB U B TpenesiaX OLEHUBAEMBIX IOTPEIIHOCTEH HE 3aBHUCST OT
pH. Mlanee, mapaMeTp 3J€MEHTApHOM SHYEWKM U CPEIHUN OUAMETP ME30II0p
(puc.8(B) 1 (3)) SBHO KOPPEIMPYIOT M UMEIOT MUHUMYM B obnactu pH~3.5,
YTO COOTBETCTBYET M303JIEKTPUIECKOM TOUKE IS pa3IMIHBIX (POPM CHIIMKATA.

Pazmuune B mapamerpax 3JIEMCHTApPHOW SUYCHKH M TUAMETPaX ME30Mop
st 06pasnos cepuii I u II MokeT OBITH O0BSICHEHO TEPMUUECKUM PACIIIAPEHH-
em munet ITAB npu temnepatypHoii o6padoTtke. Kpome Toro, TepMuueckoe
pacmipeHne SABISACTCA NPUYMHON YXYIOIICHUS OpTaHU3aIlMH CTPYKTYPHI
00pa3ioB cepun 11, cHHTe3npOBaHHBIX TpU 3HaUeHUIX pH>3.5, korma meieH-
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HBII MpoLecC MOIUKOHACHCAIMM CUJIMKAaTHOTO KapKaca €Ille He 3aKOHYMJICH,
U PACIIUPSIOLINECS MULIEIIIBI Pa3pyIIAIOT CIa0bIe CBSI3U B CHIIMKATHON CTEHKE.

MOHO OTMETHTb TaKXe, UYTO yJeIbHAs TIOBEPXHOCTh U YJCIbHBIA 00beM
Me3omop crnabo 3aBucaT oT pH cunTesa (prc.8(x) u (k)). 3HAYUTENBHBIA POCT
¢ pH nemoHCTpHpYyeT BelmunHa BHEIHEH MOBEPXHOCTH Me30odassl (puc.8 (€)),
9TO, BO3MOXHO, CBA3aHO C IUCICPIUPOBAHHUEM YAaCTHUIl MaTepHaia, OXHAKO
BEJIMYMHA BHEIIHEH ITOBEPXHOCTH OOBIYHO HE mpeBbimiaeT 4-5% ot obmel
MOBEPXHOCTH M HE BHOCHUT 3aMETHOTO BKJIaJa B CBOMCTBA ME30CTPYKTYpPHPO-
BAaHHOTO CHJIMKATa.

Haxkonen, yMeHbIIEHHE MapaMeTpa PemIeTKH Me30CTPYKTYPHUPOBAHHOTO
MaTepuaga NpHU MpoKanuBaHUM (puc.8(r)) MpeAcTaBIsIeTCs BECbMa CYILECT-
BEHHBIM Ui 0Opa3moB cepud I, cuHTE3MpoBaHHEIX B obOmactu pH<3.5,
n yMmeHnbmaercs npu pH>3.5, Torna kak s o6pasios cepuu 11 oTa Benmmunna
HE3HAa4YHUTeNIbHa BO BceM auana3zoHe pH. CKOpoCTh NMOMMKOHAEHCAIMH CHIIa-
HOJBHBIX Tpynn B obxactu pH<3.5 cnabo 3aBucur ot pH, HO Bo3pacraer mpu
MOBBILIEHUH TeMIepatrypsl. [Ipu nmossimernn pH nonukoHAeHcays MpoTeKa-
eT ObIcTpee, B pe3ynbTaTe M3MEHEHHE Ady MpH TNPOKAIUBAHUU ME30(a3bl
yMmeHbImaerca. Ho B To ke Bpemsi, TepMHuUueckoe pacmmpenue munemnt [1AB
NPUBOIAUT K YXYALICHUIO CTENEHH YHOPSJOYEHHOCTH Me30(]asbl, Tak YTO
YMEHBIICHNE YCaJKU CTPYKTYPHI IPH MPOKAINBAaHWU ATl 00pas3noB cepun 11
He o0ecreunBaeT COBEPILCHCTBA CTPYKTYPBHI.

Taxum 00pa3zoM, B pe3ysbTaTe NPOBEICHHOTO C HCIIOIb30BaHUEM KOMOH-
HalU¥ CTPYKTYPHBIX W TEKCTYPHBIX METOJIOB HCCIIEIAOBAHUS MPOIYKTOB CHH-
Te3a Me30(a3bl MOKa3aHa BO3MOKHOCTh CHHTE3a BHICOKOOPTaHM30BaHHBIX CH-
JIMKATHBIX WM 3JIEMEHT-CHIIMKATHBIX ME30CTPYKTYPUPOBAHHBIX MaTEpHaJoOB B
yMepeHHO Kucioi obnacty. [lomydeHbl 3HaUEHUS CTPYKTYPHBIX U TEKCTYPHBIX
napamMeTpoB 00pa3loB M WX 3aBUCHMOCTH OT pH M TemmeparypHOro pexmumMa
CUHTE3a.

Pacnpedenenue _kamuornos Nb™* & Oeoiinom okcude Nb-Mo. Wnrepec
K IPOMOTHPOBAHHBIM HECTEXHOMETPUIECKIM OKCHIaM MOJHOJICHA C MOJIUTOH-
HO-CETYATOW CTPYKTYPOM BBbI3BaH UX KaTAIUTUYECKUMHU CBOMCTBAMH B PEaKIIU-
SIX MapIUAIbHOTO OKUCICHUS JIETKUX YIJIEBOJOPOJIOB, OKUCIIECHHS aKPOJICHHA B
AaKpPWIOBYIO KHCIOTY, OKHCIMTEIBHOTO aMMOHOJM3a 3TaHa B AIlETOHUTPHIL
C 2ToM TOUKM 3peHHs MPUCTATbHOE BHUMAHUE MPUBJIEKAET JBOWHOW OKCUZ
HHoOUs-Mommbaena Nb,Mo3Oy4 U ero mpousBoaHble. JIJIS BBISIBJICHUS POJIH
Ka)XJJOr0 KOMIIOHEHTa KaTaju3aTopa B peakuud HeoOXoauma HH(pOpMarms
0 XapakTepe pacHpesieNieHns KaTHOHOB B CTPYKType. COrlacHo JINTepaTypHBIM
JTAaHHBIM, aKTHBHas (aza Katanuzaropa (GopMHpyeTcsi Ha OCHOBE OWHApPHOTO
coeauHeHus: Nb—-Mo. CTpykTypa 3TOrO COCIWHEHHs H3BECTHA, OH OTHECEH
K CTpyKTypHOMY THUITy M05O4, OHAKO ONPEAENIUTh B3aUMHOE PAaCIONIOKEHHE
B sueiike aToMoB Nb n Mo u3 1ab0paTOpHBIX SKCIEPUMEHTOB TMPaKTHUECKU
HEBO3MOXHO H3-32 OYEHb OJM3KOH paccenBarome crocoOHOCTH HHOOMS
n momubOzaeHa. Ilostomy ObUTa MpEANpPHHATA TOMBITKA YBEIUYUTH KOHTPACT
MEXAY 3TUMH aTOMaMH IyTeM HCIOJIb30BaHUS PE30HAHCHBIX 3P (EKTOB BOIH-
3u K-Kpas TOTJIONMICHUST HUOOMS M YCTAaHOBUTH XapaKTep PacHpeleNeHUs Ka-
THOHOB HHOOUS B 3JIEMEHTapHOH siYeiKe.
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ATOMBI HHOOWS MOTYT pacroyiaratecs B pemerke MosO, cTaTHCTHYECKH,
00 3aHMMAaTh OMpEIeNICHHBIE KPHUCTAJUIOTpaguyIecKie Mo3unuu. B mepBom
cilydae CTPYKTYPY MOXKHO PacCMaTpPUBATh KaK COCTOSIIYIO U3 CHHTECTHYCCKUX
KaTHOHOB Me co cpenHuM QaktopoMm paccesHust fre=0.2fa+0.3fo. CooTHO-
LIeHHE HMHTEHCUBHOCTEH pedekcoB B pe3oHaHCHOM obiactu Nb 1oimkHO
YMCHBIIUTHCSA COOTBETCTBEHHO YMEHBIICHHUIO (haKTopa paccesHUs BCeH KaTu-
OHHO¥ monpeneTkn. MTHTEeHCHBHOCTD PEQIICKCOB, COMEPKAIIUX BKIAIbI TOJIBKO
OT aHMOHHOW MOJPEIIEeTKH, OCTaHEeTCsI HeM3MeHHOU. Bo BTOpoM citydae u3me-
HEHHUIO OYAYT MOJIBEPIKCHBI TE PEQICKCHI, B CTPYKTYPHBIC aMILTUTYABI KOTO-
PBIX BHOCHUT BKJIag aTroM Nb. THTEHCHBHOCTD peIeKCOB OT KpucTamorpadu-
YECKUX TUIOCKOCTEH, KOTOphIEe HE cojiep:kaT aroMoB Nb, He u3aMeHuTcs. Takum
o0pasoM, Ucroab30BaHue dPPeKkTa PE30HAHCHOTO PACCESIHHSI PEHTTC€HOBCKOTO
U3My4YeHUs BONM3U K-Kpasi MOTJIONICHUS HUOOWS MO3BOJUT CIENATh 3aKIIOUe-
HHUE O CTPYKTYpe KaTHOHHOU ToJIpereTku coenuueHuss Nb,Mo3O 4.

PeHTreHorpaMMBbl B pe30HAHCHOW OOJIACTH HHOOWS OBLTH 3apeTUCTPHPO-
BaHbI Ha JHeprusx wmanydeHus E;=18960 »B (Fx,.—25 »B) u E,=18836 »B
(Exae—120 5B) B nmunamazone yrioB 20=2-30° 4TO COOTBETCTBYET JHAIA30HY
BeKTOpOB paccesamst g=0.5+8.0 um'. CTosb manexoe 3HadeHne paboueii sHep-
run E| OT Kpasi MOTJIOIIEHNSI HUOOWS BBI3BAHO TEM, UTO B 3TOH 00JIaCTH dHEp-
THHA CTEIICHb MOHOXPOMATH3AIMH CHJIBHO 3aHIKEHA BCIIEACTBHE MAJIOCTH yTia
MaJICHUS] MU3IYYCHHS Ha KPUCTAJUI-MOHOXPOMATOp, W MO3ITOMY, YTOOBI m30e-
KaTh TEPEKPHIBAHHUS TMOJIOCH MPOIYCKAaHUs MOHOXpPOMAaTOpa C KpaeM IIOTJIo-
IIeHUs HUOOWs, BEIOpaHa COOTBETCTBYIOMIAs pabodas sHeprus. TeM He MeHee,
pasHuma (pakTOpoB paccesHus HHOOWS B PE30HAHCHOW M HEPE30HAHCHOU 00-
nactu Af'(E))-Af"(E»)~2 an.en. (~6%) nocratouHa, 9To0bI 3aUKCUPOBATH W3-
MEHEHHE MHTEHCUBHOCTH AU(PArnpoOBaHHOTO H3ITyUCHHUS.

Puc. 9  nmeMOHCTpUpYeT  OKCHCPUMCHTAIBHBIC  PEHTTCHOTPAMMBI
Nb,Mo030,4, TOTyUeHHBIE B PE30HAHCHON M Hepe3oHaHCHOW obmactsx Nb, a
TakXKe Pa3sHOCTHYIO HHTEHCHBHOCTD, B IIIKaJe BEKTOPOB PacCesHUsL.

CrpykTypa  JIBOMHOTrO

14001 Nb,Mo_O,, okcuga Nb,Mo3;Oy4 poxct-
“ 1200- —— HepesoHarcHas o6nacTs BCHHA ITOJHUTOHHO-CETYATOH
o) 1000 —— B6nuan pesorHarca NbK_ CTPYKTypE OKcHuzaa MOHI/I6,Z[e-
E —— Pa3HocTHast UHTEHCMBHOCTb Ha (pI/IC.l()) u HpeHCTaBHﬂeT
g 8001 co00i  CEeTKy  OKTa’apoB
% 600 MeQOg, ¢ BKIIOUECHHEM IICH-
5 TaroHaJIbHBIX ounmpamMu
I 4004
2 MeO;. Bo3moxHsI TpHu 6a30-
S 2001 BBIX BapHaHTa paclpejele-
04 HHS KaTHOHOB Nb 1o OkTa-
T T T T T T oApaM W TCHTaroHaJbHBIM
1 2 3 4 5 6
_ . OounupaMuaam:
BekTop pacceaHua q=2sin®/A, HMm 1) craTHCTHYECKOE pacipe-
5+
Puc. 9. Peutrenorpammsl Nb,Mo;04, OTydeHHBIC nenenne Nb II0 BCEM
B PE30HAHCHOM U HEpE30HAHCHOI obnacTsax Nb, a Takke KAaTUOHHBIM ITO3UILIHAM,

Ppa3sHOCTHasA MHTCHCUBHOCTb, B IIIKAJIC BEKTOPOB PaCCCIHUA
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2) 4YacTh KaTHOHOB 3aHUMAET BCE MO3HIMHU B NICHTArOHAJIBHBIX OMITMPaMUIAX,
OCTaJbHBIE CTATUCTHYCCKHU PACTIPEIEICHBI IO OKTadAPUICCKUAM TTO3UIIHSIM;
3) momuapel MeO; 3aHATHI MOMUOJCHOM, HUOOUH CTaTUCTUYECKH PacIpee-
JICH 10 OKTAa3APUIECKUAM TTO3UIIHSIM.
MopenupoBanue pasHo-

ot ot e (G oW DO
Gobmee  cooTBeTCTBHE  pac- %V f#VAM
HeTHOH M OKCTIEPUMEHTANb- ‘Q"ﬂ ﬂ »
HOIl peHTreHOrpamMM HabIo- ‘% v‘ 4} 4% ’X

JACTCS B CIIydae CTaTUCTHYC-
CKOTO pacIpenesieHusT KaTHO- X‘ y - A
HOB. OTCyTCTBHE HHOOUS B
OJTHOW WM HECKOJBKUX KpH-
CTAJUIOTpapUUECKUX MO3HIIH-
SIX TIPUBOIUT K 3HAYHUTEIIHHO-
My TepepacrpeelicCHHI0 pa3-
HOCTHOM WHTEHCUBHOCTH.
Takum 00pa3oM, MOXHO 3a-
KIIIOYHTH, YTO paclpe/ieeHne
KaTHOHOB HHOOHS B MOJIUTOH-
HO-CET4YaTON CTPYKTYpE
IIBOMHOI'0 OKCHIa MOJIUOaeHa-
HUOOWS HOCHUT CTaTUCTHUE-
CKHI XapakTep. AHAJOTHYHOE Puc. 10. TlonuroHHo-ceTYATas CTPYKTYpa
pacmpeneneHue HaOIaanoch oxcnia MomubaeHa MosO1y

B 1BOMHOM OKcHJIe NbgW 5Oq,.

3axmouenue x Inage I1l. BO3MOXHOCTB ITPOM3BOJIEHOTO BEIOOpa paboueit
SHEpruu (JTMHBI BOJIHBI) U3IYYCHUS MO3BOJIIA HA peHTreHorpammax Y-Fe,Os
3aperucTpupoBath B 3kcrepuMenTax Ha CU ¢ XopommM KadecTBOM MOAPOO-
HOCTH, cabo pa3nuduMble Mpu paboTe Ha JabOpaTOpHBIX IU(paKTOMETpax.
CBenieHUsST O CTPYKTYpEe M BaKaHCHOHHOW YIOPSIOYEHHOCTH, MOTYYCHHBIC
B JaHHOHM paboTe, OKa3amnuch BOCTPEOOBAHBI CIICIMATICTAMHU B OOJIACTH Mar-
HUTHBIX MAaTEPUANOB U KaTajm3a, O YeM CBHJCTEILCTBYET WHTCHCHUBHOC
€€ HUTUpPOBaHUE.

Me30cTpyKTypUpOBaHHBIE Me30(ha3Hble MaTCpPHANbl XapaKTCPH3YIOTCS
YHOPSIIOYCHHBIM PACIOJIOKECHUEM CTPYKTYPHBIX SIHMHHI] — ME30TI0p HAHOMET-
POBOTO JMama3oHa — TPHA BO3MOXKHOM OTCYTCTBHHM JallbHETO MOPSAKA
Ha aTOMHOM ypoBHe. udpakioHHBIC KapTHHBI TaKUX CHCTEM CMEIICHB B
00J1aCcTh MANBIX YTII0B TUGPAKIIMK U MOTYT HCIBITHIBATH 3HAYUTEIHHBIC UCKA-
KCHHS BCIEICTBHE a3MMYTAJIBHON PAacXOANMOCTH AH(parnpoBaHHOTO IydUKa.
[IpeomoneTh 3Ty 3KCIEPUMEHTAIBHYIO TPYAHOCTh MOYKHO, OTPAaHHYHB PacXo-
IUMOCTh AU(PAarMpoOBAHHOTO MY4YKa IUIOCKOMAPAIUICIBHBIM KOJUTHMATOPOM.
B pesynbprate Oblia 0TpaboTaHA METOIUKA IONYYCHUS PEHTTCHOTPAMM JJTHH-
HOTIEPHOJIHBIX CTPYKTYP C BBICOKHM YTJIOBEIM paspemeHneM. CoBMecTHOE
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MPUMEHCHHE PEHTICHOIU(PPAKIIMOHHOTO METOJIa C BBHICOKUM YTIIOBEIM pa3pe-
IICHHEM H aZCOPOIIMOHHOTO METO/a MCCIeIOBAHNS TEKCTYPHI MTO3BOJIMIIO TI0-
JYyYUTh JAHHBIC O CTEICHH YHOPSIIOYCHHOCTH CTPYKTYpPBHI Me30(a3bl U ee
3aBUCUMOCTH OT YCJOBH cwHTe3a. Mcmonp3oBanne CU B 3THX dKCIIEPUMEH-
TaX OOYCJIOBJICHO BBICOKOW HWHTCHCHUBHOCTBIO HMCTOYHHKA M MAallOW YTIOBOM
PacXOIMMOCTBIO ITyYKa B BEPTHKAIBHON IIIOCKOCTH.

HenpepeiBubiii rnaaxkuii cnextp CU maeT BO3MOXHOCTb CEIEKTHBHO
U3MEHATHh (PAKTOPBI paccesHUs OIMpPENEeNIEHHOTO COpTa aTOMOB, BXOSIIUX
B COCTaB HCCIIEIyeMOro oopasiia, myTeM BEIOOpa pabouei SHEPTUN U3ITyUCHUS,
ONMM3KOM K Kpaio TMOTJIOMIEHUS 3TOro copra aroMoB. C HCIONB30BaHHEM
a¢deKTa pe30HAHCHOTO PACCESHUS MOJMYUYCHBI JaHHBIC O XapaKTepe pacrpee-
JeHU KAaTHOHOB HHOOHWS B CTPYKTYype CMEIIAaHHOTO OKCHIAa HHOOHUS-
monmubaera NbyMo;0yy. [IpoaeMoHCTpHPOBAaHO, YTO aTOMBI HHOOWS CTaTH-
CTHYECKH PACIPENEICHBl M0 OKTa3JpaM M IEHTArOHAIBHBIM OWIIHpaMUIaM
B MOJIMTOHHO-CETYaTOH cTpykType MosO4. B 3TuX 3KcnepuMeHTax HMpUHIH-
MUHATBHBIMU  (haKTOpaMH, OOCCIICYMBIIUMHE IIOJTyYeHHE SKCICPUMEHTAIbHBIX
JAHHBIX, SBIISIOTCS CIICKTPANBHBIC XapaKTepucTHKU mydka CU u ero BrIcOKas
HWHTCHCHUBHOCTb.

YerBepTas riiaBa COACPKUT PE3yIbTATHI, MONyYCHHBIC TIPU MPOBEICHUN
IU(PPaKINOHHBIX YKCIIEPUMEHTOB B PEXKUME in Siti C pa3penieHneM o BpeMe-
HU B YCJIOBHAX BBICOKOH TeMIEepaTyphl H PEaKIIHOHHON CPEIBI.

Da3zo08vlii cocmas u cmpykmypa copoenmos ammuard Ha 0CHO8e KOMNO-
3UmMo8 «coib 8 nopucmou mampuye». OTHAM U3 TIEPCIICKTUBHBIX HATIPABICHII
pa3BUTHS DHEProcOEperaronmx TEXHOJOTHHA SBISETCS pa3paboTka abcopOIm-
OHHBIX XOJOAWIbHBIX MamMH (AXM) Kak ambTepHATUBbI KOMIIPECCHOHHBIM
CHUCTEMaM, HCIOJB3YIONUM B KauecTBe pabouero Teia dKOJIOTHYECKH HeOe30-
MacHbIe TajoreH-yriepoasl. Odnacte npumeneHuss AXM, nuama3oH padbodmx
TeMmepaTyp, ux 3(h(HEeKTUBHOCTh U MOIIHOCTH 3aBUCST OT BBIOOpA Maphl «XJia-
JareHT — copOeHT». V3 moTeHnHnaabHBIX KaHIUAATOB HA POJIb pabodyero Teia
(Boma, meranon, CO, u np.) HamboJilee MPEATIOYTUTEIHHBIM MPEACTABIISETCS
aMMHaK, KOTOPBIil B CHIIy CBOMX (PH3MKO-XHUMHUYECKHX CBOICTB MOXET OBITH
WCTIOJIb30BaH JJIs1 OOJBIIMHCTBA OCHOBHBIX MPUIIOKEeHUH AXM, OT MpoIeccoB
rITyOOKOM 3aMOPO3KH JI0 KOHIAWIIMOHUPOBAHUS BO3ayXa. B kauectBe copOeHTa
MOTYT OBITh TPEIIOKCHBI O0JaaroIIue BBICOKOW COPOLMOHHOW E€MKOCTBIO
TBEpIbIe HEOPTaHMYCCKHIE COJH, XEMOCOPOHUPYIOIIHE aMMHAaK ¢ 00pa30BaHUEM
KpPaTHBIX aMMHAYHBIX KOMIUIEKCOB. UTOOBI CHU3UTh KMHETUYECKUEC OTpaHUuC-
HUS, CBSI3aHHBIC C TBEPAOTENbHOW auddy3uert amMMuaka, coJb MOXKET OBITh
BHEIpEHa B IOPUCTYIO MaTpuily. llomydeHHBI TakuM o0pa3oM KOMIIO3UT
«conb B opuctort Matpuie» (KCIIM) sBisieTcs MepcrneKTUBHBIM MaTepHaioM
U1 ipuMeHeHns B AXM, Tak Kak HCIOJIb30BaHUE HEOPTAHWMIECKOHN COJU aeT
MPUHIUIHATBHYI0 BO3MOXXHOCTh CHHTE3MPOBATh MAaTEpUAN C BBICOKOH coOpO-
LMOHHON EMKOCTBIO M HU3KOH TEMIIEpaTypod pereHepaluu, a mopucras mat-
pHIIa IPEMATCTBYET arperaiy COJM B MPOIecce MOTIOMCHUS aMMIaKa U TI0-
3BOJISICT YIYYIIUTh JHHAMUKY COPOIIHU.

Cepun 00pa3IoB XJIOPUIOB IICTOYHO3EMEITBHBIX METAILIOB, BHEAPCHHBIX
B TIOPHI Pa3IMYHBIX HOCUTEINCH, OBUTH MOABEPTHYTH MOIPOOHOMY TEPMOAMHA-
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MHUYECKOMY HCCJIEJOBaHMIO. BBUIO yCTaHOBIEHO, YTO OCHOBHBIM COpOMpYIO-
muM komrnoHeHToM B KCIIM sBnsieTcst HeopraHudeckasi cojb, KOTOpasi pacro-
jaraercst B mopax Marpuusl-Hocurens. Copbunonnast emkocts KCIIM mpo-
MOpUMOHAIBbHA KOJIMUECTBY BBeAeHHON comu. CopOIMOHHBIE CBOMCTBA CONH
CYIIECTBEHHBIM 00Pa3oM 3aBHCAT OT pa3MEpOB IOpP MATpPHUIIBI, B KOTOPBIC OHA
BBeZieHa. Tak, U1 KOMIIO3UTOB Ha OCHOBE BEPMHUKYJINTA XapaKTEPHCTHKH BBE-
JICHHON CONM OJM3KH K TaKOBBIM JUIST MAaCCHBHBIX 00pa3IoB, TOTJa KakK B CIIy-
gae Me30TIOPUCTHIX HocuTenel tuna Y-Al,O; u CubyHuTa 3HAUCHHS SHTAIBITHH
7 DHTPOIHH cOpOIMH aMMuaka mpumepHo Ha 20-25% BbIlie, 4eM B Cilydae
MaKpoInopucToi MaTpuibl. M3oTepMbl agcopOiuy aMMHuaka KOMIIO3UTaMU TIpU
30°C uMeIOT XapaKTepHBIHM CTyNeHYaThlid BUJ, HA KOTOPBIX CTYIEHH, T.€. KOJIH-
YEeCTBO COPOMPOBAHHOTO BEIECTBA, COOTBETCTBYIOT AABJICHUSM OOpa3OBaHMS
KpaTHBIX aMMHAYHBIX KOMIUIEKCOB, OTIIMYAIOIINXCSl OT UCXOAHON COJM KakK IO
COCTaBY, TaK U MO cTpykType. ComocTaBieHNE TEPMOJUHAMUIECKUX M CTPYK-
TypHbIX Xapaktepuctuk KCIIM B mporiecce copOnmm aMMHuaKa MpencTaBiseT
MHTEpEC KaK ¢ (PyHIaMEHTaIbHOH, TaK U C TEXHOJIIOTHYECKOM TOUKH 3pEHHUSL.
Jnst mpoBeZeHUs SKCIIEPUMEHTOB 10 UCCIIE0BAaHUIO CTPYKTYpPHI, (ha30Bo-
ro cocTaBa M CTPYKTypHbIX npespamenuii B KCIIM B mporiecce copOrum am-
MHaka OBUIM NMPUTOTOBJICHBI 00pa3Ibl XJIOPUAOB KaNbIUs U Oapusi, BHEIPECH-
HBIX B TOphl Y-AlL,O; m Bepmukynuta. COCTaBBl HCCIIEIOBaHHBIX 00pa3IoB
TIpUBEICHBI B Ta0II. 2.
Tabnuma?2
Cocrasbl KCIIM an111 Mccle10BaHMs MPOLECCOB COPOLMH aMMHAaKa
MeTOIaMH PEHTTeHOBCKOI Tudpakuum in situ

O003HaUYCHUE AKTHBHAs COJIb Marpuna CoJiep>xaHue o, Bec. %
CaCl,/Verm CaCl, BepMukynut 63.4
CaCly/y-ALO; CaCl, v-ALO; 19.6
BaCl,/Verm BaCl, Bepmukynut 44.9
BaClz/'Y-A1203 BaCl, ’Y—A1203 15.7

JomomHuTeIpHO OBLTAa MPUTOTOBJIEHA MEXaHMUYECKash CMeCh XJopuaa Oa-
pHs ¢ KpEMHHEM B MacCOBOM COOTHOIIEHWH 1:1 B KadecTBE MacCHBHOTO 00-
pasna, pa30aBICHHOTO HEUTPAIBHONH KOMITOHEHTOU, IS NeMIIQUPOBAHHS W3-
MEHEHHs 00beMa aKTHBHOW COJHM B pe3yibTaTe COpOIMM aMMHaKa M Hapylle-
HUS ONTHYECKON CXeMBI TU(PPAKIIMOHHOTO IKCIIEPUMEHTA

UccnenoBanus ctpykTypHeix npespamenuii KCIIM Ha ocHoBe xiopuzaa
KaJbIUA B TIPOLiecce COPOIMI aMMHaKa IPOBOIIIIN ITPH KOMHATHON TeMmIepa-
Type ¥ naBieHuu 1.6 6ap, B mporecce 1ecopOuny — Mpu aTMOC(HEPHOM JaBiie-
HUU. YTOOBI cTUMYyNHMpOBaTh Aecopbumto, obpaser; HarpeBamu mo 100°C co
ckopocThio 3°C/MUH, OTHOBPEMEHHO MPOU3BO/S PETUCTPALIUIO PEHTTEHOT paMM
CO BpEMEHEM DKCIO3UIUK | MUH/KaJap B AnarazoHe yrioB qudpaxkunu 20~20-
50°. O6paszusr KCIIM Ha ocHoOBe xyopuna Oapus ObUIM HCCIIENOBaHBI MPH
KOMHATHOW TeMIlepaType W CTYIEHYaTOM M3MEHECHHHU NaBieHus oT 1 1o 5 Oap
1 00paTHO, pEHTTEHOTPAaMMBI (PUKCHUPOBAIIN C DKCIIO3UITMEH 1 MUH/Kaap B qua-
naszoHe yrioB audpakmun 20~30-60°.

Komnosumwut na ocnose CaCl,. CorimacHO TEpPMOJUHAMHYECKHM H3MeEpe-
HUsM, TipoBeeHHBIM ¢ obOpasnamu KCIIM Ha ocHoBe CaCl,, Ximopu KambIus

23




oOpazyer ammuaunbie komruiekcsl CaCly-nNHj3, roe n=1,2,4,8. PentreHorpa-
(uIecKky NOKa3aHo, YTO MPU aTMOC(HEPHOM IaBICHUH B Cpelle aMMHaka KOM-
no3utr CaCly/Verm nepexoguT B 2- U 4-aMMMauHbIM KoMmiuiekcsl. Kommekc
CaCl,-8NHj; B aTOoM citydae He dhopMupyetcs. [Ipy IOBBIIIICHHOM JTaBICHUH ~3
6ap B mporiecce CopOIUU HAONFOAIOTCS 2- ¥ 8-aMMHAYHBIH KOMIUIEKCHI, 00pa-
3oBanus komiuiekca CaCl,-4NH3 He mpoucxoIuT.

IMocne cOpoca nmaBieHUsS am-
MHaka B Kamepe-peaktope (asa
GaCl8NH, . 8-aMMHAaYHOTO KOMIUIEKCA COXPaHs-

Jach, MOITOMY [UIsI IPOBEACHUSI Ie-
copbmn Heo0XoIUMO OBLIO HarpeTh

M,\L\_,_JLAM obpasen. Harpepanue NpOH3BOIH-
_A_.,/L_,,MJW\‘ JI0Ch CTYHEHYATO C IITAroM 10 TeMIIe-
CaRe TN, patype 1° 10 TOsBIEHHS HOBOMH (a-

o]

CaCl,0NH, /\ A 3pl. IIpu temneparype ~38°C u at-

e e MOC(hEpPHOM JaBJICHHH TPOU3OIILIO0
28 30 32 34 36 38 40 42 44 46 48

Yron audbpakumm 20, rpaa. HCYC3HOBCHHUC (1)33])1 S-aMMI/Ia‘{HOFO

KOMIUIEKCa 51 TIOSIBJICHHUE

Puc. 11. Dparments! perrreHorpamm KCIIM CaCl,-4NH;. JlanbHeiiliee MOBBIIIE-

CaCl,'nNHj; ¢ pasniyHbIM conepxaHiem HHAE TEMIIEPATYpPBI MPHUBEJIO K IIOCIIE-

aMMHaKa JIOBaTeNIbHOMY TMOSBIEHUIO 2- U 1-

aMMHaYHBIX KOMIUIEKCOB U B KOHEYHOM HTOTE K MCXOTHOMY XJIOPHUAY KaJIbIUS.
PenTreHorpamMmbel (PUKCHPOBAIM B MPOIECCE HATPEBA, KPOME TOTO, PEHTTCHO-
rpaMMy KakKJI0# MOSBHBIIEHCS (a3l MOTydYaln ¢ OOJBIINM BPEMEHEM HKCIIO-
3HIUYU TIPU MMOCTOSIHHOM Temrieparype. TakuM oOpa3om, ObUIH 3aperucTpUpo-
BaHBI BCC aMMHAYHBIC KOMIUICKCHI XJIOPH/IA KaJbIHsl, B TOM YHCJIC U METacTa-
omnsHbe (a3l CaCl,-4NH;3 u CaCly-NH;z. dparMeHTsl peHTTeHOTpaMM aMMH-
AYHBIX KOMIDICKCOB Pa3IMYHON KPaTHOCTH MPEICTaBICHBI Ha puc.11.

IIpu ocaxkaeHNH cony B MOpax Majloro pa3Mepa OKHCH allOMHHHSA 00pa-
3yeTCsS KOMITO3UT, COJACPKAIINN MPAKTHICCKH PEHTTeHOaMOP(HYI0 KOMITOHCH-
1y CaCl,. TlonydeHHBIE dKCIIEpUMEHTAIBHBIE NaHHBIE CBUIETEIHLCTBYIOT, UTO
00pa3oBaHUe 2-aMMHAYHOTO KOMIUIEKCA MPOUCXOIUT B TCUCHUE JIBYX MHUHYT H
conpoBoxkaaetcst yBenmdenrem OKP conmu B mopax okucu amomuHus. [lanee
caenytor mnepexoabl CaCl,2NH; — CaCl,4NH; u  CaCly4NH; —
CaCl,-8NH;. Kak u B cirygae CaCly/Verm, ¢aza MOHOAMMHAYHOTO KOMILUIEKCA
B IIpoliecce copOIuu He ObLIa 3aperucTpuUpoBaHa, (Ppaza AMaMMHAYHOTO KOM-
IUIeKCa CYIIECTBOBAIa B CHCTEMe He Oojiee 3 MUHYT, BpeMs KH3HH TETpaaM-
MuakaTa ~5 MUHYT. [IOBBIIIICHHE CKOPOCTH MEPEXOia CBA3aHO, MO-BUIUMOMY,
C YMEHBIIIEHHEM pa3MEepOB YACTHIl COJM B IMOPAaX MATPHUIBI OKUCH ATFOMUHHS
IO CPABHCHUIO C KPYITHOITOPUCTHIM BEPMHKYIIHTOM.

Komnosumwut na ocnoge BaCl,. B otnudane oT Xjiopuia KaJIbIUS XJIOPUI
Oapust 00pa3yeT ¢ aMMHAKOM TOJBKO OJMUH §-aMMHUauyHbIN KoMIuieke. C ToukH
3peHHs MPaKTHYECKUX NPHIOKEHHH MMEHHO KOMIIO3HWTHI Ha OCHOBE XJIOpHIA
0apust peICTaBIIOTCS Hauboee 3 GEeKTUBHBIMU TSI TEXHOJIOTUH MTOTyYCHHUS
JB/1a U JUTI KOHOUIIMOHUPOBAHUS BO3/yXa, MOCKOIBKY XJIOpUA Oapus xapakre-

24



pHU3yeTcsl BRICOKMMH 3HAUCHMSMH XOJOAWIBHOTO Kod(h¢unuenra, ~0.6, 1 oT-
HOCHUTEITLHO HHM3KOW TeMmriepaTypoil pereHepammu, ~60°C. TepmomnHamude-
ckue napameTpsl KCIIM Ha ocnose BaCl, nccnenoBaHbl JOCTaTOYHO MOAPOO-
HO, TE€M HE MeHee, CBeACHHA O CTpykType komruiekca BaCl,-8NHj
B Kpuctaorpadguieckux 0a3zax JaHHBIX OTCYTCTBYIOT.

CormacHo TepMOAUHAMUYIECKUM H3MepeHusM, komiuieke BaCl,-8NH; mpu
HOpPMaJIGHOH TeMIlepaType CyLIeCTBYeT NpH AaBieHusx Beimie 4.5+5.0 Oap,
MIO3TOMY UISI HCCIIEAOBAHUS CTPYKTYpPHI KOMIUIEKCA OBLTH BBIMTOJHEHBI JKCIIE-
PUMEHTBl B PEHTI'€HOBCKON BBICOKOTEMIIEPATYypHON KaMepe-peakTope, M03BO-
JISTIOIEH moydaTh naBieHus raza P<10 Gap.

®Da30BbIi COCTaB AKTUBHOM COJIM B UCXOAHBIX 00pasmax KCIIM Ha ocHOBe
BaCl, npencraBisut coboi cMecH OpTOPOMONIECKOM, TeKCaroHaIbHOW U KyOu-
4ecKor Momudukanui xyiopuna Oapus. OOpaszen coinu Ha OKWCH aTFOMHHUS
NIPEUMYIIECTBEHHO COZEpKall rekcaroHaiubHyro (azy BaCl, B komuuectse
cBbie 90% c npuMecsMu KyOHMYECKOH U OPTOPOMOHMYECKOI, Tora Kak oopas-
Il MACCHBHOTO XJIOpHAA Oapysi ¥ BHEAPEHHOTO B MOPHI BEPMHUKYJIUTA UMEIH B
cBoeM cocrae cBbimie 90% opTopoMOMUYeckoil a3kl ¢ MpHUMechl0 Trekcaro-
HallbHOM. PEeHTreHOrpaMMBbl HCXOTHBIX 00pa3IoB NMpHUBEAEHHI Ha puc.12(a).

PentrenorpamMMbl 00pa3oB aMMHa4HO-COJIEBBIX KOMIIJIEKCOB, IMOJYYEH-
HBIX MU JaBJICHUN aMMuaka 4.5+5 6ap, mpencrtasieHsl Ha puc.12(6). Crnenyer
OTMETHUTb, YTO pa3HbBIe KpUCTAJUIOTpaguyUecKhue MONM(PHUKAINNA HCXOIHOTO
xyopuia 6apus IPH HACHIIICHUH aMMHAaKOM OOpa3yloT OIMHAKOBBIE CTPYKTY-
PBI 8-KpaTHOTO0 aMMHAYHOTO KOMIUIEKCA, HE3aBHCHMO OT MOIU(HUKAINU HC-
XOJHOM (ha3bl.

Kpucmannuueckas cmpykmypa BaCly SNH;. CTpykTypa BOCBMHaMMHAY-
HOTO XJopuaa Oapus B JIMTEpaType HE ONMCaHa, OJAHAKO MMEIOTCS JaHHbBIE O
CTPYKTypE OKTaaMMHaKaTa XJIOpHAa KaJbLHs, CYIIECTBYIONIETO TPU HOPMaJb-
HoMm paBinenud. [Ipeamonaras, yto BaCl,-8NH; wu3ocTpykrypeH cucreme
CaCl,-8NH;, Obuta chenmaHa IIONBITKA YCTAHOBHTH M YTOYHHTH CTPYKTYPY
BaCl,-8NHj; 1o monmy4eHHbIM peHTIeHOAN(PAaKIHOHHBIM JaHHBIM. Pe3yibTaTsl
YTOYHEHUS NTPHUBEACHBI B Ta0II. 3.

—— BaCl, ncxopHblit MaccvsHbii (Si) (opTopom6.) — BaCl,-8NH, MaccuBHbIit (Si)
2 3

—— BaCl, ucxoaHbiit ALO, (rekcaroH.) (MCXOLHBIN - OPTOPOMG.)

—— BaCl, ncxoaHbIit BepMukynuT (0pTopomt.) ——BaCl,8NH, AL,O,

(MCXOAHBIV - rekcaroHanbHbIN)
— BaCl, 8NH, Bepmukynut
(MCcxXoaHBIN - OPTOPOMG.)

35 40 45 50
Yron audpakunm 20, rpag. Yron audpakuum 20, rpag.

Puc. 12. dparMeHTH peHTTeHOIPaMM 00pasIoB XJIOpHAa Oapus:
HCXOJHBIE( a); TIPU AaBIeHUU ammuaka 4.5+5 6ap( 6)
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Tabnuma3 IIpu mpoBeneHun ucclie-

Pe3y/1bTaThl yTOYHEHHSI CTPYKTYPbI AoBaHMA ObLI BBIOpaH Juara-
BaCl,-8NHj;, np.rp. Pnma 30H PETUCTPALUA PEHTTEHO-
HapaMeTpBsl JIEMEHTapHON YEHKH I'paMMm MO3UIMOHHO-

a=12.4705(5), b=7.6560(3), c=15.5777(6)  “YBCTBHTCILHbIM  JCTEKTO-

Ao Mo " v > pOM, B KOTOPOM HAXOIHIHChH
Bal Ba* 0.7404 0.25 0.1373 | CaMble MHTCHCUBHbIC pe(iIcK-
Cll cr 0.1250 0.25 0.0463 | cBl mcxomHoi comu. OnHako
cR Cr 0.0464 0.25 0.6561 | yTOUHEHHE CTPYKTYpHI C HC-
N1 N 0.1616 0.4737 0.4956 MOJIb30OBAHUEM B  KadyeCTBE
N2 N 0.4192 0.0675 0.3631 | gayanpHOro  MpUONHKEHUS
N3 N 0.2202 0.061 02368 | crpykTypsl  BOCBMHAMMHAY-
N4 N 0.191 0.016 0.638 HOTO XJIOpHJA KaJIbLUs [OKa-
Rup 15% 3aJ10, YTO B PErUCTHUPYEMBbIU

Uaa30H [MOMAJaloT JUIIb OTHOCHTENBHO ciadbie (<30%) peduiekch
BaCl,-8NH;. Otum, a Takke TeM, 4TO KOHIICHTpAIlus coiii B oOpasiax ObLia
HEBEJIMKA, OOBSICHACTCS BBICOKHU YPOBEHB 3alIyMJICHHOCTH PEHTTCHOIPaMM,
ke HECMOTPS Ha TPOJOJDKUTENFHOE BPEMsS AKCIIO3UIMH. DTO TPUBEIO K
CPaBHUTEIBHO OOJIBIIMM 3HAYCHUSM (haKTOpa HEIOCTOBEPHOCTH, OLICHCHHBIM
o MoJTHOMY Tipouio, ~15%. [Ipu 3TOM TOYHOCTH OTIpPEEIICHUs TapaMeTPOB
JJIEMEHTAapHOU SYEWKH BO BCEX CIIydasX oOKazajlach JOCTATOYHO BBICOKOM,
Aala~5-10". Tem He MeHee, B pe3y/IbTaTe NPOBEICHHBIX HCCIEIOBAHUH ya-
JIOCh HE TOJIBKO yCTaHOBUTH CTpyKTypy BaCl,-8NHj;, HO Taxke BBISIBUTH HEKO-
TOpbIe 0OCOOECHHOCTH pa3IHYHBIX 00pa3noB. B wacTHOCTH, yTOUHEHHE 3aceneH-
HOCTEW MO3MLMK J1aBajJO B HEKOTOPBIX ClydasxX 3HAYEHUs, MpPEBBIIIAIOIINE
€IMHUILY, YTO TOBOPHUT O BHICOKOW CTENeHH Ae(PEeKTHOCTH CTPYKTYpbl. Kpome
TOTO, BO BCEX CIIydasx OBLIO MOMydeHO ACPHUITUTHOE 3aTOTHEHHE TO3UITuN N4
azoTa. IIpearmonokuTenbHO, A 3alOJTHCHUS 3TOW MO3UIMU TPeOyeTCs Mpo-
OJDKUTENIFHOE BpEMs, TOCKOJIBKY TEPMOIMHAMHYECKHE H3MEPEHHS, IPOBO-
nuBmrecs B teueHne 10 u Gosee yacoB, IMOKa3all CTEXHOMETPUIECKOE 3aI10I-
HEHHUE BCeX MO3UIUI a30Ta (110 COPOITMOHHON eMKOCTH).

VYcaoBus NPUTOTOBIIECHUS
HCXOJTHOTO KOMIIO3WTA, TUTPO-
CKOIIMYHOCTh XJIOpHIa Oapus u
Ipyrue (GakTophl OKa3bIBAIOT
BIWSHHAC Ha  HJICAITLHOCTH
CTPYKTYpBl ~ KaK  HCXOJHBIX
00pasIoB, TaKk U 00pa3yIoMuX-
Cs OKTaaMMHAKaTOB XJIOpHIa
Oapust. YTOYHEHHS UX CTPYK-
TYpHl TIOKa3bIBAIOT, YTO B 00-
pasliax NOpHCYTCTBYIOT M Ba-
KaHCHOHHBIC NeQEeKTHl, U paz-
JIUYHbIE HapYILIEHUS YMOPSIO-
Puc. 13. Crpyxrypa BaCl,-8NH; B mpoekuuu [011] ()  deHHOCTH, W aHU3O0TPONMS

u [110] (6). © — Gapui, o-_ XJI0p, O _asor
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pa3sMepoB KPUCTAUIMTOB U T.JA. Jlaxke ¢ yd4eToM Ie(eKTHOCTH CTPYKTYPHI OlLie-
HUBaeMbIil ()aKTOp HEJJOCTOBEPHOCTH COCTABIAET ~15%. 3amMeTHOE BIMSIHUE HA
BenmunHy R-dakropa oka3plBaeT TOYHOCTH ammpoKcuManuu npodus pediek-
cOB | IIyMBI (hoHa. Iy HaHHBIX YCIOBHUIl SKCIIEPHMEHTA IMOJlydaeMoe 3Haue-
Hue R-dakropa MOXHO CUMTaTh yJOBJIETBOPHUTEIbHBIM, YYUTHIBAas TOT (axT,
YTO Ha JTare IpeABApUTEIHHON 00pabOTKM HaHHBIX OBUIM BBIYTEHBI BKJIAJIBI
HOCHUTENS W KaMephl-peakTopa, YTO TakKe HE MOTJIO HE BHECTH HEKOTOpPOU
ommnoOku. TeM He MeHee, CTPYKTYpPy BOCBMHAMMHUAYHOTO XJIOpHIA Oapus MOX-
HO CUMTaTh JOCTOBEPHO YCTaHOBIEHHOH (puc.13).

Da3zosvle npespaujenus 6 npoyecce npucomosierus u axkmusayuu Co-Al
Kamanuzamopog cunmesa Puwepa-Tponwa. Katanurnaeckuii cuHTe3 oyedu-
HOB, J>KHIKUX YTJICBOJOPOJOB M LEPE3WHOB M3 OOOTANICHHOTO BOIOPOIIOM
CHHTE3-Ta3a, MOJIy4aeMoro 1nepepadoTKoi MPUPOAHOTO WM MOMYTHOTO HE(Ts-
HOTO Ta3a, HambOosee A(H(PEKTUBHO OCYIIECTBIACTCS C HCTOIH30BAHUEM KO-
OanbTCOo/IEpIKALIMX KaTaJlM3aTOPOB. AKTHBHOCTh KaTajM3aTOPOB CYIIECTBEH-
HBIM 00pa3oM 3aBHUCHT OT YCJIOBHH HMX CHHTE3a, OT COCTaBa COJEH, HCIIOJb-
3YIOLIMXCSI TIPU MIPUTOTOBIICHHUH, U OT crocoba oOpaboTKH, MpeamecTByonen
BOCCTAHOBJICHHIO METaJlla U3 OKCHIOB. B maHHOW paboTe MccienoBaHO BIIHS-
HHE croco0a MPHUTOTOBJICHHUS M NPEABAPUTEIBHOM 00pabOTKH NpeIecTBeH-
HukoB Co-Al kaTanm3atopoB Ha CTPYKTYpY W (a3oBBI COCTaB MPOMEKYTOU-
HBIX COEAMHEHNH, 00pa3yronIuxcs B MpoLecce akTHBALMY, M Ha XapaKTepPHCTH-
KW BOCCTAaHOBJICHHBIX METAJTIMYCCKUX YACTHII.

B cBsi3M ¢ Ba)KHOCTBIO BOIIPOCOB O BIIMSIHUM YCJIOBHH IpeABapUTEILHON
TepMOOOPaOOTKHY MPEIIECTBEHHUKOB KaTalIn3aTopoB Ha ()OPMHUPOBAHHIE YaCTHIL
METaJUTYEeCKOro KobOanbTa, aKTHBHBIX B peakuusx cuHTe3a Pumepa-Tporma,
B JIaHHOW paboTe MMPOBEAECHO CPaBHUTENBHOE MCCIIEOBAaHUE TUHAMUKH (ha30BBIX
MPeBpaIIeHId THIPOKCO-HUTPAT-KapOOHATHBIX TIPEIIICCTBEHHUKOB KOOAJbT-
TIOMHMHHEBBIX KaTalIU3aToOpOB MpH TepMooOpaboTKe: 1) B MHEpTHOH cpene; 2) B
cpefie, COCTOSIIEHN 3 cMecH MHePTHOTO ra3a u 3% 00. NO. 3a npenBapuTenbHOM
00paboTKOI citesoBa MpoIecC aKTHBALMK KaTaju3aTOpOB B IMOTOKE YHCTOTO
BOJIOPOZA TIPH PA3IMIHBIX TEMIIEPATYPHBIX PEKIMAaX.

CorlacHO JIMTEpaTYpHBIM JAHHBIM, TIPEBapUTEIbHAs 00paboTKa IPEeKyp-
copa Co-Al katanmmzaropa cunaTeza ®@urnrepa-Tpomnia B HHEPTHOH aTMocdepe,
coJieprKallie OKCHJ a30Ta, IO0JDKHA, B KOHEYHOM HTOTE NPHUBOAUTH K YMEHb-
IICHUIO pa3Mepa METAUTMYECKHWX YacTUI[ KaTall3aTopa IIOCIe 3aBEpIICHHS
nporecca BoccTaHoBIeHUs. [I0ocKobKy yMeHbIIIeHHE pa3MepoB YacTHI U, Cle-
JIOBAaTENbHO, YBEIMUEHHNE ITOBEPXHOCTH aKTHBHOTO KOMITOHEHTA KaTaln3aTropa
HUMeeT NPUHIUNHAIBHOE 3HaAYCHHUE, LENIBI0 IPOBEACHHOTO HCCIICIOBAHUS OBLIO
YCTaHOBIICHHUE BIIMSHUS TPEIBAPUTEIFHON O0OpabOTKH W TEPMHUYECKHX PEXHU-
MOB BOCCT@HOBJICHHMS Ha pa3Mep KOHEUYHBIX YacTUI] MeTaila. BwlmonHeHne
9TOTO HCCIIEOBAHUS TPEICTABISACTCS BO3MOXKHBIM TOJBKO METOIOM in Situ
PEHTTEHOBCKOH IU(PaKIMU B YCIOBHSIX, MAaKCHMAJIbHO TPHOJIMKEHHBIX K pe-
AITBHBIM YCIIOBHSIM TIPOBEICHHS aKTHBAIMM M BOCCTAHOBJICHUS KaTalIHM3aTopa.
W3 nomyueHHBIX TUQPaKIMOHHBIX JaHHBIX MOTYT OBITH ONpE/ENICHBI M3MEHE-
HUS (a30BOTO COCTaBa KaTaau3aTopa M OLEHEHBI pa3Mephl 00acTel KOTepeHT-
HOTO paccesHWs BOCCTAHOBICHHBIX METAUIMYECKHX dvactuu. Ilpm sTom
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HE JIOJDKHO OBITh JOMYIICHO BO3JICHCTBHE OKHCIUTEIBHON Cpelbl HA TPOIYKT
BOCCTAHOBJICHHSI, TTOCKOJIBKY BO3MOKEH IPOIECC PEOKHCICHHS YIbTPaaNC-
MEPCHBIX METALTHYCCKUX YaCTHUI[ METaJIa TaKe TIPU KOMHATHOW TeMIIepaType.
[TosTOoMy Bech 3KCTIEpHMEHT OBII MPOBEACH B BHICOKOTEMIIEPATYpHOU peHTTe-
HOBCKOH Kamepe-peakTope 0e3 u3BieueHus 00pasia Ha BO3IyX.

B pabote ObUIM HCCIETOBaHBI TPU 00pa3siia, CHHTE3UPOBAHHBIC B Pa3HBIX
yenoBusax. O6pasenr Nel momyden coocaxnenwem kaTuoHoB Co u Al u3
PACTBOPOB a30THOKHUCIBIX COJed pacTBOpoM coabl. COCTaBbl HCXOIHBIX
peareHToB OBLIM BBHIOPAHBI TAKUM 00pa3oM, YTOOBI 00ECTICUNTh B OCAKICHHOM
npoaykre cooTHomeHue katuoHoB Co:Al=1:1. OOpasmsr Ne2 wu  Ne3
CHHTE3MPOBAaHBl OCAXICHHEM M3 pacTBOpa a30THOKHCIOrO KoOaibTa B
YCIOBHUSX THIAPONM3a MoueBuHbl Ha O- u Y-Al,O;. KonmuectBo BBOIMMOro
kobasbTa 15.9% Bec u 19.9% Bec st 06pasmoB Ne2 u Ne3, cOOTBETCTBEHHO.

JunamMuka u3MeHeHHs ()a30BOIO COCTaBa M CTPYKTYPHI COCIMHCHUIA-
npenmecTBeHHHKOB Co-Al karaau3aTopoB B Ipoleccax TEpPMHUYECKOH obpa-
OOTKM W TIOCICAYIONICH AaKTHBAIMU HKCCIICJOBAaHA C TIOMOIIBIO Pa3IMIHBIX
(PMBHKO-XMMHYECKHX METOJIOB, B TOM YHCJIE PEHTICHOBCKOW Audpakmmu in situ
C UCHONB30BaHUEM CHHXPOTPOHHOTO W3nydeHus. Jlas  mpoBencHHs
IU(PPaKINOHHOTO SKCIIEPUMEHTa 00pa3Ilbl MOMEIIATH B PEHTTEHOBCKYIO BBICO-
KOTEMIICPATypHYIO KaMepy-peaKkTop, BKIFOYAIHA TOTOK Ira30BOH CMECH, MPOH3-
BOJIMJIM HATPEB U B MPOIECCE HATPEeBa PErHCTPUPOBATIH PEHTTCHOTpaMMEIL. J{is
MIpeABAPUTENILHON 00pabOTKH 00pa3IOB B KaMepy HAMPABJISUIA B OJTHOM CITydae
WHEPTHBIN Ta3, B JIPYroM ciydae cMech MHepTHoro raza u 3% o6 NO. Cko-
POCTh MOTbEMa TEMIIEpaTypHl B MpoIiecce MpeIBapUTEIbHON 00pabOTKN Baph-
rpoBanach B npenenax 3-5°C/MuH, CKOPOCTh MOJa41 ra30BOM CMECH COCTaBIIS-
na 1.0-1.5 mu/cek. Jlanee, mociie mpeaBapuTEILHON 00pabOTKH ¢ HATPEBOM [0
250°C u nociaeayouero OXJIaKaeHus TPOU3BOANIN BOCCTAHOBICHHE B TIOTOKE
YUCTOTO BOJOpOJa co ckopocThio 1.0-1.5 mir/cex mpu HarpeBe co CKOPOCTHIO
2°C/MuH 10 pa3NUYHBIX TEMIEPATYD.

Jst obpasma Ne3 ((Co,Al)/ y-Al,O3) ObUIM BBITOTHEHBI 3KCTIEPUMEHTHI
C 0COOBIM PEKUMOM IOBBINICHUS TeMIepaTyphl. Harpes B mporecce akTuBa-
MY TIPOBOJIMIIN CO CKOPOCThIO He Oojee 2°C/MUH, BOCCTAHOBJICHHE B TOTOKE
YHCTOTO BOAOPOAA MPOUCXOTUIIO TPH CKOPOCTH HarpeBa 1°C/MHH C BBIIEPXK-
kol B m3otepmudeckux ycioBusax nmpu S00°C u 580°C B Teuenne 30 MUHYT.

Ha Bcex peHTreHorpamMmax 00pasliOB B HCXOIHOM COCTOSHHH OTYCTIHBO
BUIHBI pe(IeKChl, XapaKTepHbIe Ui CTPYKTYPHl THAPOTaIbKUTa. B mpomecce
TEPMHUYECCKON 00pabOTKH MpeKypcopa B MHEPTHOU cpene HaOIIomacTcs IMOsB-
JICHHE TPOAYKTOB TEPMOPA3I0OKEHUS THAPOKCO-HUTpaT-KapOoHaTta KobanbTa-
ATFOMHHUS IO HUTPAT-KapOOHATa M 3aTE€M JI0 OKCHIA CO CTPYKTYpPOH KOOAIbT-
amroMuHUeBOM mmuHeH. B cpene Ar+3% NO yxe npu HU3KUX TeMIiepaTypax
~50°C mpoucxXoauT cMmeuieHue pediIeKCOB B CTOPOHY MEHBIIHMX YIJIOB, BBI-
3BaHHOE, MO-BUANMOMY, BHeApeHHeM NO B CIIONCTYIO CTPYKTYpPY THIPOTAIb-
kuta. [lanee, kKak ¥ B IPEABIAYIIEM cIy4ae, yepe3 HUTpaT-KapOOHATHYIO (a3y
MIPEeKypcop pacmanaercs 10 OKCHIa KoOaabTa-aIlOMUHIS.
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Temneparypa, °C Crnenyer OTMETHTh, YTO Xapak-
50 100 150 200

250 § 270
T T

g ] RPN - +— TEpHbIe TEMIEPaTyphl Nepexosia H3
g w-\-&.’ s a3kl cO CTPYKTYpPOU THAPOTATHKUTA
céwOB' "‘-‘ ;Eﬂ-\ B (pazy Tuma MINMHENN 3aBHCAT OT
= 0] Y o crocoba mpeaBapuTeNbHON 06paboT-
2] 3 ] ki ¥ nexar B uHTepBanie 180-200°C
2 :mgz:ﬁ:gz:g\ [ Uil 00pa3loB, AKTUBHPOBAHHBIX B
g 021 1 k nHepTHOU cpene, U 220-250°C ms
go,o. ---'?":* 00pasIoB, aKTUBUPOBAHHBIX B CMECH
© S A A A A nHeptHOTO Taza u 3% NO (puc.14).

Bpems, Muk Amnanorn4sasi 3afiepkka B TeMmIlepa-

Puc. 14. [lunaMyka U3MEHECHUsSI COACPIKAHUS B Type Ha6HIO,Z[aCTC}I Ha TépMOrpaMmmax
o0pasuax ¢assl co CTpyKTypoii ruaporanskuta ~ COOTBETCTBYHOIIMX 06pa3110B.
B IIPOLIECCE aKTHBAILMHU B CPEJEC MHEPTHOIO Ira3a Boccranosnenue B BOJOpPOAE OK-

U B CMECHU «UHEPTHBIH ra3+3% NO» CHJTHOTO TIPEIIECTBEHHUKA TIPUBOTUT
K 00pa30BaHUIO YaCTHUI] METAJUTUYECKOTO KOOAIbTa yepe3 MPOMEKYTOIHOE 00pa-
3oBanue asbl kooanpT(I)-amomuHaueBOrO OKcHa. [Ipu 3TOM TemriepaTypa Boc-
cranoBnenus (Co-Al);0, mo (Co-Al)O B ciryyae o6pasma Nel cocrasisuia ~290-
305°C, ans mpyrux obpas3noB He mnpesbimana 260-270°C. BoccTaHOBICHHE OK-
CHJIa JI0 MeTaJlIa MPOUCXOIMIIO B quama3oHe temrmeparyp 530-560°C.

W3 maHHBIX pEHTTEHOBCKOW AU(paKIMK OBLIH CIENaHBl OICHKH pa3MepoB
OKP gactur Ha BcexX 3Tamax aKTUBAIlMM M BOCCTAHOBJICHHS KaTaJIM3aTOPOB.
Pe3ynbTaThl OLEHOK, NpHBENEHHBIE B Tabn. 4, MOKA3BIBAIOT, YTO B CIIydasx
CPaBHUTEIHLHO OBICTPOr0 HArpeBa 0Opas3IOB MPU aKTUBAIMK U BOCCTAHOBIICHUH
sHaueHuss OKP nmnst oOpasioB, He MOJMBEPraBIIUXCS aKTUBAIMH B Cpeie, CO-
JIepKaIIeH OKCHJ] a30Ta, OKa3aliCh MCHBIIE 3HAUYCHUH 111 00pa3IoB, aKTHBU-
poBanHbIX B cpee NO. B ciaydae memiennoro Harpesa paszmepsl OKP st 06-
pa3LoB, MOABEPIaBILIUXCS U HE MOJIBEPraBILUXCS aKTUBALMU B CpPElE, COIEp-
xamerd NO, coBmazany B Tpefesiax olleHUBAaeMBIX TorpentHocTeid. Takum 00-
pa3oM, MOXKHO 3aKJIIOUWTh, YTO MpeIBapuTeNbHas 00padoTKa NMPEKypcoOpoB B
Pa3NIMYHBIX cpelax ci1abo BIUsAeT Ha KoHeuHble pasMepsl OKP merammmueckux
yacTHll KataiauzaTopa. HampoTuB, pekuM MOBBILICHUS] TEMIEPATyphl MPHU aK-
THUBAllMA U BOCCTAHOBJICHHM KaTaJU3aTOPOB B MOTOKE BOJAOPOJA UrpaeT ofpe-
JIEJISIIOILYIO POJIb B OJIYUYEHUH BHICOKOIUCTIEPCHBIX YaCTHLl METaJIa.

Tabnumad
Pasmepnsl OKP (HM) yacTuil B 00pa3iax Ha pasHbIX dTanax aKTUBALMHU U
BoccTaHoBJIeHns1 Co-Al katanu3aTopoB cuHTe3a @umepa-Tponma

Oopaszer Nel No2 Ne3 Ne3*
AxTUBanys 1 2 1 2 1 2 1 2
Hcxonusiit 10,4 10,3 28,9 28,9 25,3 28,9 27,4 28,1
AKTHBHPOBaHHBIH — — 3,5 — 2,0 — 2,4 2,2
(Co-Al);0, 1,2 4,2 3,2 4,5 34 4,8 2,9 3,8
(Co-A1)O 2,9 4,0 3.4 4,5 3,9 4,5 4,0 44
Co-Al 10,1 16,6 8,4 10,6 11,2 16,9 7,8 8,4

AxTHBanus: 1 — B cpelie MHEPTHOIO rasa; 2 — B cpejie MHEpTHOrO rasa, cojepaxaitero 3% NO
* — MEJUICHHBII HATPEB C BBLICPIKKOH B H30TEPMUUCCKUX YCIOBUSX (nOSICHEHUs 8 MeKcme)
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HeoOxonuMo npuHHMaTh BO BHHMaHHE, OJHAKO, TOT (DaKT, YTO TOHSITHE
«00JacTH KOTEPEHTHOT'O PAcCEesHUS» B JAHHOM CIydae HOCUT HECKOJIBKO YC-
JIOBHBIHA XapakKTep, T.K. 3Ta BEIIMYMHA ONPEICIIICTCS U3 IIUPUHBI TH(paKIHOH-
HBIX JIMHHWH, a B IMIAPUHY JIMHAM BHOCHUT BKJaX He Toibko pasmep OKP, HO
U JIe(EKTHOCTh CTPYKTYpHL. Jl7s JeTanpHOTO aHaiW3a BKIAIOB Pa3MEPHOTO
s dexra n neheKTHOCTH TPeOYIOTCS 3HAUCHUS IUPUH pedIECKCOB B OOJIBIIIOM
YTJIOBOM JMAMa30HE PEHTTCHOTPaMMEI. [I0CKOIBKY YIIIOBOM HANa30H PErucT-
panuy OmpenessieTCss BXOJHBIM OKHOM JIETEKTOPa, ONEHKH OTPaHHYEHBI ped-
nekcamu 111 u 200 xyOnueckot crpykrypsl u pednexcamu 100, 002 n 101
rexcaroHanbHOH (has3el koOambTa. [IoaTOMY OnpenenuTh aOCOOTHRIC 3HAYCHHUS
OKP He mpencrapnsieTcss BO3SMOXHBIM, HO CpaBHUTEIBHEIC OIICHKH JJIs 00pas-
IIOB, HAXOISAIINXCS B aHAJIOTHYHBIX YCIIOBHAX, BITOJTHE OITYCTUMBI.

3axnouenue x_Inase 1V. Bricokas xomnumanuss CH B BepTHKaIbHOMN
IUTOCKOCTH, CIEKTPAIBHBINA COCTAaB M3NMyYCHHUS M €ro MHTEHCHBHOCTH 00YCIO-
BIJIM YCIICUTHOC MPOBEICHUE MUPPAKIMOHHBIX 3KCIICPHMEHTOB C pa3pellcHU-
€M I0 BpeMeHH. VIcroip30BaHNEe CPaBHUTENBHO MATKOW SHEPTHH H3IydeHHS,
~7.2 x3B, MO3BONIMIIO MONYYUTH TUPPAKIUOHHBICE KAPTHHBI C IOBBIIICHHBIM
YIJOBBIM pa3pelieHHeM C TIOMOIIBI0 OJXHOKOOPIMHATHOTO PEHTTEHOBCKOTO
netektopa. C MpUMEHCHHEM BBICOKOTEMIIEPATYPHOUW KaMephI-peakTopa OBLITH
BBITIOJTHEHBI FICCIICIOBAHNUS TIOBEACHHUS 00pa3IOB B Pa3IMYHBIX Ta30BBIX Cpelax
IIpU U3MCHCHHUU TEMIIEpaTyphl U AaBicHUs. CleqyeT OTMETUTh, YTO TPOBEIE-
HHUE UTATECITBHBIX IKCTIEPIMEHTOB C MEJICHHBIMA U3MCHEHUSAMH TEMIIEPaTyphI
SIBIISICTCS HEXapaKTePHBIM UTs Ucnoib3oBaHus CU. OgHaKo 3TH 3KCIIEpHMEH-
THI CBHJIETEIIECTBYIOT O BO3MOKHOCTH BOCIIPOM3BEICHUS B PEaTbHOM BPEMEHH
BCEX OCOOCHHOCTEH KaKOTO-THOO TEXHOJIOTHYECKOTO MPOIlecca, CBI3aHHOTO C
CHUHTE30M, aKTHBallUCH M HEMOCPEICTBCHHOW paboTO (PyHKIIMOHAIEHOTO Ma-
TepHaia B yCIOBUAX PEAKIIMOHHOHN CPEIBI.

ConepxaHre MATON TJIABBI COCTABISIOT PE3YyJIbTaThl JKCIICPUMEHTOB,
BBITTOJTHEHHBIX C IIPAMEHEHHEM BCETO KOMIUIEKca 000pyIOBaHuUS, U B KOTOPBIX
B MOJTHOHM Mepe OBUIH UCTIONIB30BaHbI BCE OCHOBHBIE cBolicTBa CU.

Da308vlii cocmas U cmMpyKmMypHvle npespauletus 8 Kepamukax Ha 0CHO8e
KOOAIbMUmos8 _CmpoHyus _npu_Hazpese 6 pasiuyhbix ycrosusx. KoOambTUThI
CTPOHIIXS, TOTTMPOBAaHHBIE JKEJIE30M, 00JIafal0T BEICOKUMHE TTOKA3aTEISIMH KH-
CJIOPOJIHOM MPOBOJUMOCTH U MPEACTABISIOT XOPOIIYI0 OCHOBY JUISI CO3JIaHUS
KHCJIOPOA-TIPOBOIAIINX MeMOpaH. ToIepaHTHOCTD CTPYKTYPHI THIIA TIEPOBCKH-
Ta, XapaKTePHOH Jis KOOAIBTUTOB CTPOHIMS, K 3aMEHICHUSM B KaTHOHHOW
MOJIpeIIeTKEe MO3BOJIAET IOMHUPOBATH CTPYKTYPY PasziIMYHBIMH KaTHOHAMHU H
COOTBETCTBEHHO MOIM(PHUIMPOBATH CBOMCTBA MUCXOJHOI'O COCIUHCHUS, B TOM
YHciie 1 HOHHO-3JIEKTPOHHYIO MPOBOAUMOCTh. C TOUKH 3pEHHUS MPaKTHUECKUX
MPWIOKCHUN HEOOXOOMMO OO0CCIICYCHUE CTPYKTYpHOW CTaOMILHOCTH Mare-
puasia B ycnoBusaX Beicokux Temmeparyp (800-900°C) u HU3KHUX MapiralbHBIX
JIaBJIeHUH Kuciopoaa (P(02)~10'4+0.2 0ap) mpu BO3MOXKHOIN HE3HAUYHTEIILHOM
oTepe KUCIOPOIHONW MPOBOJMMOCTH.

HewnzoBanentnoe ponmupoBanue SrCoggFe),0;.5 B mo3unuu B cTpykTypsl
TUTIA TIEPOBCKUTA KaTHOHOM C 0ojiee BBICOKOH, YeM y KOoOallbTa, CTEICHBIO
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OKHUCIICHUS TPUBEACT K HEKOTOPOMY YMCHBIICHHIO BBIXOJA KHCJIOPOJa W3
CcTpYKTYphI B obsactu temrieparyp 20+1000°C u mapiuanbHBIX JaBICHUHA KH-
copona 10%:0.2 Gap, HO MOBBICHT CTAGHILHOCTh CTPYKTYPHI KyOHUECKOTO
MIEPOBCKUTA. B 3TOM CMBICIE MPEIBSBISIEMBIM TPEOOBAHHUAM YIOBIETBOPSIET
HUOOMIA. Kpome TOro, MMEIOTCS CBUICTEIBCTBA CTAOWMIH3AIMUA CTPYKTYPHI
(dheppUTOB M KOOATBTUTOB CTPOHIMSI IyTeM IOMUpOBaHUS HHOOHEeM. [ToaToMy
MPEJCTAaBISICT HHTEPEC BBISBICHHUE CBS3U CTPYKTYPBI U CTPYKTYPHBIX MpEBpa-
OICHUH B NEPOBCKUTOMOAOOHBIX oOkcumax coctaBa SrCogg ,Feg,Nb,Oss,
x=0, 0.1, 0.2, 0.3, B ycIoBUAX BBICOKHX TE€MIEpaTyp U pa3IM4YHBIX MapLualb-
HBIX JaBJICHHH KHCJIOPOAa C WX KHCIOPOJHON MPOBOAMMOCTHIO. OCHOBHBIM
9KCICPUMCHTANIEHBIM METOJIOM PEIICHHUS 3TOM 3a7a4yl SBISETCS PEHTICHOB-
cKas IU(pakus Ha CHHXPOTPOHHOM H3IYYCHHH, 00ECIICUHBAIOIAs ICTalb-
HBIU aHATHU3 CTPYKTYPHI U €€ U3MCHCHUN B pa3IM4YHBIX yciaoBusax. Heooxomumo
TaKXKe MPUBJICYCHHUE TOTIOJIHUTEIHHBIX TaHHBIX TEPMHYECKOTO aHAIN3a H Tps-
MBIX H3MEpPEHHI KHCIOPOJHBIX MOTOKOB Yepe3 MeMOpaHy W3 HCCICTyeMOro
MaTepHana.

MeTogaMu mpsIMOTO M3MEPEHHS KUCIOPOTHOTO IOTOKA Yepe3 Ira30IuioT-
HYI0 MeMOpaHy U3 HccleayeMoro odpasiia, TepMOTpaBUMETPHH, TEPMOIECOPO-
UM OBLIO TTOKA3aHO, YTO HAMOOBIINI CTAOMIBHBIA BO BpEMEHH KHCIOPOIHBIH
0TOK j~0.25 MII-MHH -CM ™ IPOIEMOHCTPHPOBAI 00Pa3ell CO CTEIICHBIO 3aMe-
meHust kobanpra HHoOmeM x=0.2. Obpasubl coctaBoB SrCoq¢Feq,Nby,0;5 1
SrCoyq sFey,Nbg305.5 (x=0.2 u x=0.3) npu uccregoBannu $Ha3oBOl yCTONINBO-
CTH K TEMIICpaTypHBIM BO3ACHUCTBHAM Ha JIabopaTopHOM aU(PAKTOMETPE
MOKa3aJii CTaOMIBHOCTh CTPYKTYPHI IEPOBCKUTA IIPH HArpeBe Kak Ha BO3IyXe,
TaKk ¥ B BaKyyMe. YBEIHUCHHE CTCIICHH JOMHPOBAHUS HUOOWUEM MPHUBOAUT K
CHIDKEHHIO Je(HINTa 10 KHCIOPOAY MPH BBHICOKHX TEMIEepaTypax W HHU3KHX
MapUUABHBIX JaBICHHUAX KHCIOPOJa, YTO CIIOCOOCTBYET COXPAHEHHUIO CTPYK-
TypBI TIEPOBCKUTA B HCCIEAYEeMBIX yCIOBHX. [lockompky martepuan ¢ x=0.2
00JamaeT XOpomieH KUCIOPOTHONW MPOBOIMMOCTHIO U BBICOKOW CTPYKTYPHOM
CTaOMIIBHOCTHIO, JajJbHEUIIee JeTalbHOE HCCICAOBaHUE (PAKTOpOB, 0OyciaB-
JUBAIOIINX CTOJIb OJNAarONpHATHBIC XapaKTEePUCTHKH MaTepHaia, ObUIO IpOBe-
JICHO TJIaBHBIM 00pa30M C HCIONb30BaHueM obOpasia ¢ x=0.2.

[IpenBapuTeIEHBIMU  JKCIICPH-
MEHTaMH, TIPOBEJICHHBIMA Ha CEpHii-
| HOM J1a00OpaTOpHOM IU(PPAKTOMETPE
Bruker D8 Advance, ObUI0 yCTaHOB-
JICHO, YTO TpH Harpese oOpasma B

A=1.5398 A
AN/A~5-10 1

0CTh, OTH. €1

320 325 33.0 46.0 46.5 47.0

200 BaKyyMe B HHTEpBajJle TEMIIEPATYD

10 J T=400+800°C HaOr0manoCh yBEIH-

| L ) YeHue IIMPHHBI pedIeKCoB, IOCTH-

oo e ® % raBmee MakcuMyma mpuMepHO B 1.5

Puc. 15. Peurrenorpamma o6pasia cocrasa pasa npu temmneparype ~600°C. Ilo-
x=(:A2, MPOPETOro B BAKYYME 210 TEMNEPATYPB  ¢rre o JaACHHS OOPA3LIOB B BaKyy-
600°C. Maxcumymbl, ommeuennvle cumeonamu 1 .

U 2, OMHOCAMCA K UCXOOHOU U NOAGUBULELICS M€, TIpU KOTOPOM KHCJIOPOIHBIM CO-

@azam neposckuma, coomeemcmeeHto. CTaB OCTaBaJICsl HCU3MCHHBIM, YIIH-
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penue peduiekcoB coxpansioch. Kpome Toro,

<
(¢opMa TIHKOB HE M3MEHSUIACH IOCIC U3BJICUC- ; ;Z::
HUsl 00pa3IoB Ha BO3IYX, HO MPHU MOBTOPHOM 5 3.930
HarpeBe Ha BO3JyX€ BO3Bpallaliach K HCXO[- % 3.925
HOMY cocTrosiHuio. CrefoBaTeiabHO, MpoIece Egg?“
VIIUPECHUST PE(IICKCOB CBS3aH C HW3MCHCHHEM 53_'91;: ]
KHCJIOPOJHOTO COCTaBa o0pasia. E 3905 o ;1 1] AR a
OKCIICPHMEHT C BBICOKHM YIJIOBBIM pas- = 390 06 400 5(‘)0 500 700 800

pemeHreM TI0Ka3aj, 4YTo YIIHpeHHe pediex- Temneparypa nporpesa, © C
COB, HaONIOJABUIEECS B HCCICHOBAHMAX HA  Pyc]6.  Vsmenenwe — mapamerpa
1ab0paTopHOM IH(PAKTOMETpE, SBIACTCS HA osneMmeHTapHoil  sueiikn  ofpasua
caMOM JIeJie pacIIeIUICHHEM Ka)I0TO M3 perm- cocrasa x=0.2 1o Mepe yBeIMuCHHs
CTPUPYEMBIX PE(IIEKCOB MO0 MEHBILECH Mepe Ha TEMICPAaTyphl NPOrpesa B Bakyyme
nBa (puc.15). IIpu 3TOM Ha peHTreHOrpaMMax He OOHAPYKUBACTCS MOSBICHHS
JIOTIOJTHUTEIBHBIX MHKOB, OOYCIIOBJICHHBIX TOHMXEHHEM CHMMETPUH dJIeMEH-
TapHOH A4YeiKM 0Opa3ia Wi BOSHUKHOBEHHEM JOTIONIHUTEIBHBIX (a3, oTimd-
HBIX OT MEPOBCKUTONONO0HOM (a3bl KobampTHTa CTpoHIMA. Takum oOpaszom,
oOHapyKeHHOE CTPYKTYPHOE MPEBpAIeHUE SBISIETCS Pe3yIbTaTOM MOSBICHUS
BTOPOI1 (ha3bl MEPOBCKHUTA, TOIHOCTHIO U30CTPYKTYPHOH UCXOIHOW (ase, HO ¢
YBEIIMYEHHBIM MapaMeTpoM 3JIEMEHTapHOW suyelku. J[aHHOe mMoBeneHHE Ha-
Omroaercst Kak ausi cocraBa ¢ x=0.2, Tak u s TBEPHOrO pactBopa ¢ x=0.3.
Crenyer Takke OTMETHTh, YTO HIMPUHBI pediiekcoB oOemx (a3 ¢ Xoporen
TOYHOCTBIO COBIAMAOT.

M3MmeHeHns mapamMeTpoB 3JIEMEHTapHBIX sdeek obenx (a3 ¢ Temrepary-
poii mporpea o0pasiia B BaKyyMe NpHUBEICHBI Ha puc.16, U3 KOTOPOro BHIHO,
YTO TapaMeTp PEIIeTKH BTOPOH (ha3bl CYIMIECTBEHHO MEHSETCS C TeMIIepaTypoi
IporpeBa, B TO BpeMs Kak AJISl MCXOMHOM (a3bl HaOJIIOAAeTCs MOCTOSHCTBO
mapaMeTpa pemeTku B IpeeiiaXx OICHWBAaeMBIX morpemHocteil. Hamomunm,
YTO BCE PEHTTEHOIPaMMBI MOJIy4eHBI IPH KOMHATHOW TeMIIEpaType, MEHsIach
TOJIBKO TeMIIepaTypa MpOoKIMBaHUA B BakyyMe. OOpamaet Ha ce0si BHUMaHME

400 : ‘ TOT (haxT, 4TO TOSIBJICHUE BTOPOH (ha-
. 2 L 24 3Bl NIEPOBCKHUTA COBMAAACT IIO TEMIIE-
308 » 1 - parype ¢ Ha4yaJoM BBIXOJa KHCIIOpPOJa

U3 CTPYKTYpbI, KOTOPBIH, COTJIacHO
JMAHHBIM ~ TEPMOTPABHUMETPUICCKOTO
aHalM3a B aproHe W TepMojaecopOouuy,
npoucxonut mpu 7>400°C.

b
=]
3

b
O
B

[lapametp aneMenTapHoi sueiki, A

3.92 . Habmromaemerii B nu¢paknnoH-

o =124c-05 K HBIX JKCIIEPHMEHTaxX ex situ 3PQexT

3 00 800 00pazoBaHus KUCIOPOI-ACPUIIUTHOM
Temneparypa, ° C (a3el OBUT HANPSIMYIO TOITBEPIKICH

Puc. 17. TemnepaTypHasi 3aBUCHMOCTb HCCICAOBAHUSAMU MCETOAOM BBICOKO-
mapaMeTpa permeTky obpasia coctasa x=0.2 TEMIECPATYpHOH pEHTTCHOTpapuu in
TIpH HArpeBe B BAKyyMe, TOMyICHHas 13 situ B pEeHTTEHOBCKOW KaMepe MpH pas-

9KCHEePUMEHTa in situ. 1 — ucxoonas pasa,
2 — kuciopoo-depuyummas ¢ghasa,
2% — oxnadcoenue 8 gaKyyme

JIMYHBIX nmaporuaJIbHBIX JaBJICHHUAX
Kucjaoponaa. I/I3M€peHI/IH MMPOBEACHLI C
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HCIOJIB30BAHUEM U3JTYUYCHHUA CO CPAaBHUTEIILHO

0.025 272
0opIION MIuHON BOJHEI, ~0.173 HM, YTO TIO- =
3BOJIMJIO TOBBICUTE YIJIOBOE PAa3pEIlCHUE U~ 0.020 270 ﬂ‘;
¢dpakTomerpa. V3MeHeHHe mapaMeTpoB die- i 268 £
MEHTapHBIX sueek obenx das B mpouecce ma- = 00 266 2
rpesa 10 1140°C u nocieytonero oxnaxae- . goio g
HHS B BaKyyMe NpeJicTaBiieHo Ha puc.17. Tou-  ° 264 ¢
KHA, OTMEYECHHBIE YEPHBIMU KBaJpaTaMu, COOT- 0.005 2.62 ;
BETCTBYIOT BO3HUKHOBEHHMIO YK€ TPH TeMmIie- wono— 1260 =
parype ~230-250°C xwuciopon-aeduuTHOH 300 400 500 600 700
(ha3pl, BeIpaXaromeMycs: B c1aboM U3MEHEHUH Temneparypa, * C
npodunst AudpPaKIUOHHBIX JUHUH — NOSABNE-  Puc. 18. Koppemsuus H3MEHEHHiA
HUHM aCUMMETPHUU B CTOPOHY MEHBIIUX YIJIOB.  TapaMeTpa el i Macchl 06pasia
IIpu 3TOM, OOHAKO, KOPPEKTHOE pa3JiejieHue B [pOLECCE HArPEBa B BAKYYME

JUHUN Ha J1Ba pediiekca OKa3hIBaeTCs MPAKTUICCKH HEBO3MOXHBIM. HaunHas ¢
temnepatypbl ~300-440°C obpasyromasicst HoBast (paza MOKET OBITh 3aPETHCT-
PHpOBaHA, X0 U3MECHEHUS €€ MapaMeTpa PEemeTKH COOTBETCTBYET N3MEHCHHIO
mapaMeTpa pemeTKH HMCXOOHOH (a3l BCIEACTBUE TEIUIOBOTO PACIIUPEHUS.
JlanpHe#mmii HarpeB MPUBOIUT K CYHICCTBEHHOMY OTKIOHCHHIO H3MCHCHUS
napaMerpa pemnreTku BTOpoi (a3sl OT MPOCTON TEPMHUUECKOW 3aBUCHMOCTH.
IIpu temmeparypax Boime ~400°C oOpaszenr HaUMHAET TEPSATh CTPYKTYPHBIN
KHCJIOPOJ, ¥ JalbHEHIIee N3MECHEHUE MapaMeTpa PEIICTKU CBS3aHO HE TOJBKO
C TEPMHUYECKHM, HO M C XMMHYECKHM pacuupeHneM. [IoCKOIbpKy HCXOomHas
¢a3a mo-mpekHEMYy IEeMOHCTPUPYET JMHEHHYIO 3aBHCHMOCTH ITapaMeTrpa pe-
IIETKH OT TEMIIEPATyphl, U3MECHCHHS €€ XUMHUYECKOT0 COCTaBa C POCTOM TEM-
neparypsl He npoucxoauT. [Ipu Temmepatypax Boimie 5S50°C pedekcbl ucxon-
HOW (ha3bl CTAHOBATCH YK€ MPAKTUYECKH HEPa3THMIUMBIMHU, YTO TOBOPHT O
TIOJTHOM TIepexoie o0pasia B KHCIOpoa-IeGUuIuTHyIO (asy.

Ha puc.18 moxa3aHo cpaBHEHHE MOBEACHHS Pa3sHOCTH MAapaMeTpOB dJie-
MEHTAPHBIX SYCCK KUCIOPOI-TCHUIIMTHOW U UCXOIHON (Pa3 ¢ TaHHBIMHU TEPMO-
IPaBUMECTPUUYCCKUX H3MEPECHUH B 3aBUCHMOCTH OT TEMIIEpaTyphl Harpena.
CornacHo pe3ynbTaTaM aHAJIN3a XUMHYECKOTO COocTaBa 00pasIioB CoepiKaHUe
KHCJIOPOJa B HEMPOTPETOM MaTepHhalie COCTaBIseT ~2.7, MPOTPEB B BaKyyme
no 700°C mpwBOIUT K TOTEpPE KUCIOPOJa M KOHEYHOMY €ro COJEPIKaHUIO
Ha ypoBHE ~2.6. Pa3HOCTh mapaMeTpoB pemieToK ABYX (a3 oOycioBicHa
HCKJITIOYUTENHFHO BIUSHUEM JAe(UINTA TI0 KUCIOPOMIY, MOCKONBKY, KaK BHIHO
u3 puc.17, Ko3hPUIMEHTH TEPMUIECKOTO pacimupenus obenx das o u B mme-
0T Onu3kue 3HadYeHHs. TakuM 00pa3oM, MOKHO 3aKIIOYUTh, YTO JIEPHUITUTOM
0 KUCJIOpOay o0IajacT MIMEHHO BTOpas (a3a, U UIMEHHO €€ HaJH4he OTpeie-
JISIET BBIXOJI KUCIIOPO/ia U3 CTPYKTYPHI U 00pa3oBaHHe KUCIOPOIHBIX BaKaHCHH,
oOecrieynBasl TPAHCIIOPT KHUCIOPOJA B PAaCCMaTPUBAECMBIX IMEPOBCKUTOIOI00-
HBIX OKCHJIaX.

Da3zosviii_cocmag Ni-Cu xamanuzamopos cunmeza YHB/N-YHB u ezo
usmenenus 8 peaxyuu. B COBpeMEHHBIX TEXHOJOTHSIX BCe OOIBIIEe pacIpo-
CTpaHCHHE MOIYYAIOT PA3IMYHEIC YTICPOTHBIC MATEPHATBl M KOMITO3UTHI HA UX
OCHOBE. B umciie mpoumx yriepoHbIX MAaTEpHUaNOB WHTEPEC MPEICTaBIIOT
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yriepoxnusie HaHoBosokHA (YHB) n Hanotpyoku (YHT), ucrons3yemsle, Ona-
rofaps X yHUKaJIbHBIM CBOMCTBaM, B Pa3IMYHBIX 00JIACTAX MAITHHOCTPOCHUS,
SHEPTEeTUKH, ICKTPOHUKH, XHUMHUH, KaTalln3a, SKOJIOTUH U JIp. [ momydeHus
YHT u YHB pa3pa6otansl pa3HOOOpa3HbIE METOBI, B TOM YHCIIE KaTaIATHIC-
ckuit Merof, npeanonararomuil poct YHT u YHB na xatamusatopax (Fe, Co,
Ni) u3 ra3oBoil ¢aszpl. ITOT METOA OONAAET PSIAOM MPEUMYIIECTB, BKIIIOUAs
BBICOKHH BBIXOJI ITPO/YKTa, BBICOKYIO CEIEKTUBHOCTh M OTHOCHTENILHO HHU3KYIO
CTOMMOCTh TIPOM3BOACTBA. [loOOPOM COOTBETCTBYIOIIMX KAaTalN3aTOPOB
U PEKUMOB IIPOIECCa MOKHO YIPABIATH XapaKTCPUCTHKAMU KOHEYHOTO IPO-
nykra. [Ipaktuueckuit uaTepec npencrapisaioT takxke YHT u YHB c BBeaen-
HBIMH JIOTIAHTAMH, B YaCTHOCTH, a30T-COJCpPXKAIUC YTICPOIHBIC MaTepUAIIBI
(N-YHB, N-YHT). B cTpyKType Takux MaTepHaJOB 9acTh aTOMOB yTiepojaa B
rpadUTOBBIX CETKaxX 3aMeIICHa aToMaMH a30Ta. Moau(UIMPOBAHHBIC TaKUM
obpazom N-YHB u N-YHT o6magaior psimoM 0COOEHHOCTEH 10 CpaBHEHHUIO C
grcteiMu YHB u YHT. B nureparype npenctaBieHsl OrpaHUUEHHBIE CBECHUS
o mexanusMme obpazoBanus N-YHB u N-YHT, u B 0COOEHHOCTH O COCTOSIHHH
KaTaJIM3aTOpPOB B ATHX Ipoueccax. Takoi HeJoCTaTOK CBEJCHUI CTUMYIMPOBAII
MIPOBEICHUE HKCICPUMEHTAIBHBIX HUCCIEAOBAHMHA COCTOSHUS KaTaJIWTHUYECKUX
YyacTHIl Kak rocie cuare3a N-YHB, Tak 1 HenmocpeacTBEeHHO B YCIOBHUSX KaTa-
JINTUYECKOU peaKIInu.

Mertannmudeckuil karanusarop, coaepxkamuil 65% sec. Ni, 25% Bec. Cu
u 10% Bec. Al,O3 ObUT IPUTOTOBIIEH METOJOM COOCaXICHUS W3 BOJAHOTO pac-
TBOpa a30THOKUCIBIX cojielt BoaHbIM pacTBopoM NaOH. YacTe mpuroTosiieH-
HOTO Karajlu3aropa ObUIa HCIOJIB30BaHA [UIS TIOJYYEHUs] CepuUH 00pasloB
C pa3MYHBIM BpEeMEHEM HaXOXICHHUS B peakiuu npu temmeparype 550°C
B cpelie dTUiIeH-aMMuayHoi cmecu coctaBa 75%C,H4/25%NH;, ¢ apyroit ua-
CTBIO TIPOBOIMIIN AKCIIEPUMEHTHI METOJOM PEHTTEHOBCKOW MUMPAKIUU in Situ
HETIOCPEJCTBEHHO B YCIOBUSAX PEAKIUH TPHU PA3IUYHBIX TEMIIEpaTypax H Co-
CTaBax ra3oBBIX cpei. B MCXOIHOM COCTOSHHUH B KaTaJlH3aTope MPHCYTCTBYIOT
Ni-o6oramennas u Cu-o6oramenHas ¢a3sl coctaBoB NijgsCuyg 15 1 CugosNig 5.

[Ipu mpoBeneHUN MPeaBaPUTENFHBIX PEHTTCHOAN(PPAKIIMOHHBIX HCCIIEIO0-
BaHUil ex situ ucxoauoro oopasma Ni-Cu kaTamuzaTopa U 00pas3IoB Hocie pe-
aKIIMH, BBITTOJHSABIIUXCS Ha Ta0OPATOpHOM MU paKTOMETpe, OOHAPYKEHO, YTO
oOpaser, M3HAYaJIBHO MPEACTAaBISIBIIMKA c000# nByx(asHyto cucremy u3 Ni-
n Cu-000rameHHbIX CIIaBOB, YXe IOCHe MEepPBhIX 15 MUHYT, MPOBEICHHBIX
B YCJOBHSX PEaKIWH, BBIVISAUT COCTOSIIMM M3 OJHOW (ha3bl ¢ KyOW4ecKou
CTPYKTYpOH U MapaMeTpoOM 3JEMEHTApHOM sUEHKHU, MPEBBIIIAIONIUM MMapaMeT-
pBI SYCHKH YHCTBIX Meau u Hukens. Kpome peduiekcoB (a3l karanuzaTopa
Ha pEHTTeHOTpaMMax 00pas3IoB IOCIE PeakIUH MPHUCYTCTBYET MHTCHCHBHBINA
pedreke, COOTBETCTBYIONIMH MEXIUIOCKOCTHOMY paccrosiHuio (002) yriepona,
CBUICTENBCTBYIONNN 00 00pa3oBaHUM MPOAYKTA, a TAKKe OPyrue MeHee WH-
TEHCHUBHBIC PEIEKCH yriiepoaa. AHaIHU3 MOJOKCHUHA AU(PAKIIMOHHBIX MaK-
CHMYMOB H, CJIE€I0BaTENbHO, ITApaMeTpa NEMEHTApHOH SUYEeHKN KaTaln3aTOPOB
MOKa3aJl HEMOHOTOHHOE MX U3MEHEHHE CO BpeMeHeM peakuuu. J[ns Toro 4ro-
OBl MONYYHUTh AeTalbHyI0 WHopMammio 00 obpas3oBaBiielics ¢ase, mporecce
ee oOpasoBaHMs M ce poiu B peakiun cuHre3a N-YHB Brimosnnena cepus
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PEHTreHOAN(PPAKIIMOHHBIX SKCIEPUMEHTOB Ha CHUHXPOTPOHHOM H3JIydCHUH:
1) SKCIIepUMEHTHI C MCIONIb30BaHHEM d(p(dekTa pe30HAHCHOTO PACCESTHHS IS
TIPEM3MOHHOTO ONpeiesieHnsT (pa3oBOro cocTaBa KaTaln3aTopa M ero M3MeHe-
HHUS CO BPEMEHEM pEakIMH; 2) SKCIEPHUMEHTHI C pa3pelIeHHeM II0 BpPEMEHH
B YCJIOBHSIX BBICOKOM TeMIEpaTypbl U PEAKIMOHHOM Cpenbl A BBIABICHUS
ocobenHocTell popmuposanus (asbl, yciaoBHO obozHauaemoil kak NiCu,C\,N,,
Ha HavaJIbHBIX JTarax peakiyu U ee AajbHeHIIel 3BOIIOIHH.

B xone »KCHEepUMEHTOB C HCIIONB30BaHUEM 3 (eKTa pe30HaHCHOTO pac-
CesIHUS TTOJTydeHBI peHTTeHOrpaMMbl cepun 00pasnoB Ni-Cu-Al kaTanu3atopoB
cunte3a N-YHB ucxomnoro, nmocie 15, 30, 60 munyT 1 20 9acoB peakIuu pas-
JIOKEHUS dTHIIeH-aMMHUadHol cMmecH npu 550°C B IpOTOYHOM KBaplEBOM pe-
aKTOpe C TICEBIOOKMKEHHBIM cioeM. JudpakinoHHBIE KapTHHBI 3apETUCTPH-
POBaHbI Ha YHEPTHSIX U3JIyYeHHUS BOJIM3H U BAAIH OT K-KpaeB MOTJIONIEHHS HU-
KeJIsl ¥ MeIH.

OKCHEepuMEHTHl B PE30HAHCHOM 00JIaCTH HUKENS W MEAW IIOKa3ajH, YTO
uHTeHCUBHOCTH peduekcoB (asbl NiCu,C)N, 4yBCTBUTENIBHBI K M3MEHEHHIO
SHEPTUM M3Iy4eHust BOmM3u K-Kpast moryioneHus: HUKes, T.e. ¢a3a COAECpIKHUT
3HAYUTENIbHOE KOJMYEeCTBO HUKeNs. [losBieHue 3Toil (a3pl ¢ 4Upe3BBIUANHO
GonmpimuM mapamerpoMm pemetkn a=0.36245 HM, TpeBHIIAIONIMM 3HauYCHHE
rmapamMeTpa perIeTkd YUCTONH MEIH, CBA3BIBAIN IEPBOHAYAIBHO C (popMupoBa-
HHeM (a3sl HA OCHOBE MeJH, TpeJrIoarasi AUCIeprupoBanHue (ha3bl HUKEIS 10
peHTreHoaMop(HOro cocTosHMI. Ho M3MeHeHWe WHTEHCHBHOCTH PeQICKCOB
¢a3pl Ha ypoBHE ~10% OT MaKCHUMAaJILHOTO 3HAYCHUS B PE30HAHCHOHN 00yacTh
HUKeJIs CBUJIETENBCTBYET O TOM, YTO OCHOBHBIM 3neMeHToM (dassl NiCu,C\N,
SIBIISICTCSA BCE-TaKH HUKETb, a YBEIMUICHUE €T0 IMapaMeTpa dIeMEHTapHOH sSuei-
KM JO aHOMAJIbHO BBICOKHMX 3HAUEHUH SIBIISETCS CIEICTBHEM PACTBOPEHMS B
MeTaJure yriepona u azora. C yBenMueHHEM BPEMEHH PEaKIMd MaKCUMYMBI Ha
Pa3HOCTHBIX PEHTTEHOTpaMMax BOJIM3HM pe30HaHCa HUKEIs ci1abo CMEIIaloTcs B
CTOPOHY OOJBIINX YTIJIOB, IEMOHCTPHUPYS ITOCTEIICHHOEC YMEHBIICHIE ITapaMeT-
pa pemerku Ni-oboramiennoit ¢asel. [Tocne 20 yacoB peakuuu mapamerp pe-
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. 0366 _ NpUOIMKAETCS K CBOEMY HCXOJ-
T Ni .

s 0368 —a, Cu (ICDD PDF-2 HOMY 3Ha4yeHH1o (puc. 19); x 310-
=

5 o62] i My BPEMEHM aKTHBHOCTb KaTallH-
5 — 3aTopa MajaeT, ¥ KOHBEPCHS JITH-

)
0,358
\ BbIC YacCbl PCaKIWH, CHUXKACTCA

S 0,360
& neHa, gocturasmas 100% B nep-
& 0,356 ~

i Ni (ICDD PDF-2 z0 ~10%. -

g 0354 Ne4-850) B pesonancHoii ob6nactu me-
& 0352 — 1 KOHTPACT Pa3HOCTHBIX PEHT-
©

C

TCHOTpaMM OOBOJIBHO HU30K, TEM

HE MeHee, pedIIeKChl, COOTBETCT-

Bytontue Cu-oOoramenHnoit ¢ase,

P . cna6o, HO PAa3JIWYMMbl Ha pa3HoO-
uc. 19. VI3MeHenus napaMeTpoB 3J1eMEHTapHON

styeiiku Ni-oboramieHnoit u Cu-oborameHsoi ¢a3 CTHBIX peHTreHorpammax. Iloo-

B 3aBHCHMOCTH OT IIPOIOJDKUTENLHOCTH Haxokaennss JKCHHUSA 3TUX pe(bﬂeKCOB B IIpeac-
B PEAKIHH, NOJTyYECHHbIE U3 IKCIIEPUMEHTA ex Siful
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JIaX OIICHUBACMBIX MOTPEITHOCTEH COBMANAIOT C MOJOXKEeHUAMU pedekcoB Cu-
oborameHHo# (a3sl B ©ICXOMHOM 00pasiie. ITO TOBOPHUT O TOM, YTO B TPOIiecce
peaxiu Cu-o0oramieHHast pa3a He MPETEPIICBACT 3aMETHBIX U3MCHCHHUI.

ITokazannbit Ha prc.19 XapakTep U3MEHEHHS MapaMeTPOB dJIEMEHTAPHOU
sryerikn Ni-o0orammenHnoit n Cu-o0oramieHHoH (a3 co BpeMeHeM HaXx0KACHHS B
pEaKIuu CBUIETENBCTBYET, YTO TMapameTrp pemretkn Cu-oOorameHHon (asbl
MPAKTUICCKH MOCTOSTHEH B Mpeeiax OLECHHBAEMBIX MOTPEITHOCTEH. JTO maet
BO3MOYHOCTh TMPEANONOKUTh, uTo Cu-oboramieHnas ¢aza He MPUHUMAET He-
MMOCPEICTBCHHOTO YYACTUs B PEAKIUU U UTPAET TOJIBKO CTAOMIM3HPYIONIYIO
pOJb, TPEHSATCTBYS B TIpOIIECCe AKTHBAIMM KaTadu3aTopa 0O0pa30BaHHIO
HUKeNb-aIIOMUHIEBOH mmuHeny. Hanporus, Ni-oboramennas asa B mpoiiec-
Ce peaKIU HACHIMAEeTCS YIIIEpPOJIOM M a30TOM, COCTaB ATOH (ha3bl MOKHO Olle-
HUTh Kak NiggsCugsC,N,, T.e. n3MeHeHHe MapameTpa PEIeTKH 3Toi a3kl
00ycioBIeHO ToNbKO BHeApeHueM atoMoB C u N.

B cBsi3u C BBINIECKa3aHHBIM MPEICTABISIOT 3HAYUTEIBHBIN HHTEPEC TPO-
IIECC BO3HWKHOBEHHS HACBIIICHHOW YTiepomoM ¢a3sl U €€ poib B PEaKINH
cuatesa YHB u N-YHB. CornacHo npencTaBicHHsIM O KapOHIHOM IIHKIIC,
B XOJIC PEaKIMU BO3MOXKHO oOpa3oBaHHE MeTacTabMIBLHOTO KapOuma (kapOo-
HUTPHUJ/Ia) METaIlIa, KOTOPBIA MOXKET SIBIIATHCSI HHTEPMEIUATOM IPH 00pa3oBa-
Hun YHB u N-YHB. JIng uccrnenoBaHus 3BONIOLMH KaTald3aTopa B Mpolecce
cunre3a N-YHB npoBeneHbl peHTTeHOIU(BPAKIIMOHHBIC SKCIICPUMEHTHI HETIO-
CPEICTBEHHO B YCIIOBUAX PEAKIIMOHHOM CPEIBI.

YXe ¢ MepBBIX MHUHYT IIOJIa4YH PEaKIMOHHONW CMECH B KaMepy-peakTop
pu paboueil Temneparype 550°C Ha peHTreHorpaMmax HabmrogaeTcs cMele-
HUE ToJIoKeHHus pediekcoB Ni-oOorameHHOH ¢(a3bl B CTOPOHY MEHBITUX
YTJIOB, YTO CBUAETENBCTBYET O HaYalle pocTa ImapamMeTpa dIEMEHTApHOHN sTUeHKI
atoir (asel. [Ipm sToM pediuekcel Cu-oborameHHol (a3pl MPaKTHYIESCKH HE
MEHSIOT CBOCTO MoyiokeHus. He HaOmomaeTcs Takke KaKux-TH00 M3MEHCHUMA
MHTCHCUBHOCTH pediiekcoB 00eux (a3, YTO CBHIACTEIBCTBOBAIO OBl O YaCTHY-
HOW WJTU TIOJTHOM MOTEpe NaTbHErO MOpsAAKa B METALTHYCCKUX dacThlaxX. Poct
nmapameTpa perretkd Ni-oOoramieHHOW (ha3bl MPOJOKACTCS B TCYCHUC TPH-
mepHo 200-230 cex, mociie 4ero ero 3HaueHNe MPaKTHIECKA CTa0MIN3UPYETCS,

IocTHTHYB BenmduHbl  ~0.3573

50’3650' Peakuus pasnoxenus C,H, Ha Ni-Cu katanusatope HM. B JAAIBHCHIIEM Ha6HIOZ[a}0T-
0365 o aarsrrtertnnarren ..., ¢ HeOoNpmHe KOJNeOaHus mapa-
7 0.3640- METpa PEHICTKH BOKPYr 3TOro
'3 036351 3HaueHus. [lomoxkeHus peduek-
803630 ‘o .
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§ 995807 IpexHeMy He W3MEHATCa. B
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Puc.20. VI3meHeHne napaMeTpoB 3JIEMEHTapHOM 6p P b
siueiiku Ni-o0oramienHoit u Cu-oboraieHHo# da3z O0OrameHHbIX (l)a3 OT BPEMCHH

B peaKIMU pas/oxkeHus STujeHa u pocta YHB peakuuy npuBeACHsbI Ha puc. 20.
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AHAJIOTHYHOE MTOBEICHUE CUCTEMbI HAOIOAACTCS TPU MPOBEICHUH PEaK-
UK B 3TUICH-aMMuauHbIX cmecsax (75%C,Hy/25%NH; u 50%C,H,/50%NH;)
g cuare3a N-YHB. Pemerka Cu-o0orameHHoro ciuiaBa oCTaercs, Kak U B
MpeBIAYIIEeM CcIydae, HEM3MEHHOHM, HM3MEHEHHUIO MTOIBEPKEH ITapaMeTp perieT-
ku Ni-o0orameHHoro ciuiaBa. [1o cpaBHEHUIO ¢ pe3ynbTaTaMH SKCIICPUMEHTA B
YICTOM OTHJICHE paBHOBECHOE 3HAadeHHWE mapamerpa pemeTkd  Ni-
000TaIIeHHOTO CIIaBa B 3TUJICH-aMMHUAaYHOU cMecH yBennumuBaeTcs 10 0.3578
oM wii Ha ~0.15%. Joctmxenne pemeTkoit Ni-o00orameHHOro cIiiaBa paBHO-
BECHOTO 3HAYEHHUS MPOUCXOIUT MEJJICHHEEe, YeM B Cllydyae YHMCTOTO JTUJICHA,
YTO CBS3aHO C M3MEHEHNEM KOHIIEHTPAIINH PEareHTOB B Ta30Boi (aze. Kak u B
cllydae YHCTOTO JTHJICHA, HAOMIOMAIOTCA KojJeOaHWs mapameTpa pemieTKH
CIUTaBa BOKPYT PABHOBECHOTO 3HAUEHIS, OJHAKO MX IEPHOJ CYIIECTBCHHO YBe-
Ju4eH. DKCIEpPUMEHT B cpefle, coleprKalled cMeCh aMMHaKa U TelHs B COOT-
HomreHnu 25%NH;/75%He, mokaszai, 9To mapamMeTphl pemeTkn 000uX KOMIIO-
HEHTOB KaTaju3aTopa OCTAIOTCSI MOCTOSIHHBIMU, T.€. B OTCYTCTBHUE MCTOYHHUKA
yTiepoia paCTBOPEHHUS a30Ta B YACTHUIIE KaTalIn3aTopa He MPOUCXOIMNT.

B nmpomecce oxnaxneHus Cu(111) Ni(111)

CHUCTEMBI B TIOTOKE PEaKIMOHHOM
CMECH 3aMETHOTO H3MEHCHHUSA
COCTOSIHUSI TBEPABIX PacTBOPOB
HE MIPOUCXOTUT BILJIOTh
no temmeparyp 470-450°C. Ilpu
temrepatype ~450°C oOHapyKH-
BaeTCsl PE3KOe CMEIIeHHe ped-
nekcoB Ni-000TanieHHOTo CIuTaBa
B CTOPOHY YBEIHYCHUS MapameT-
pa dneMeHTapHOH s4yeWku U ux
nepexpeiBanue ¢ pedaexcamu Cu-
000TaleHHOTO CIIaBa. JTO W3-
MEHEHHE pPEHTICHOTpaMM MpHu
OXIIAXKICHAH CHCTEMbI MOJKHO Puc. 21. parmeHTH PEHTTeHOTpaMM

o karanusaropa rnpu 550°C B npouecce
Bugeth Ha puc.21. Ilpu janbHe#-  peaxum b peaxumonnoii evecn 75%C,Hy/25%NH;
meM MOHWXXCHHUU TEMICPATYPhI M MOCJICAYIOIIEM OXJIAXKICHUU
IudpakInoHHAs KapTHHA HE MEHSACTCS, 32 MCKIIIOYCHHEM C1a00r0 CMEIIeHUs
pedIIeKCOB, BHI3BAHHOTO TCPMUYECCKAMU MPUYUHAMU. TakuM 00pa3oM, MOXKHO
3aKIIIOYHTH, YTO COCTOSIHHE KaTaJH3aTopa B MPOIECCe PEaKIMU OTIINIAeTCS OT
COCTOSIHUSI KaTalu3aTopa, OXJIAXJACHHOTO B PEaKIMOHHON cpejie U HaxoJsle-
rocsi mpu KOMHaTHOH Temmiepatype. B xone pocra YHB u N-YHB u3smenenusm
noasepskeHa Ni-o0orammeHHas ¢asza katanuzatopa, Cu-odoramenHas ¢asza oc-
Taercss Hem3MeHHoH. OOpa3oBaHre KOHEUHOH (Da3bl, perucTpupyeMoi MeToaa-
MU TPaJUIIMOHHOW PEHTTCHOBCKOM NU(GPAKIINY, TPOUCXOTUT MPH OXJIAKICHUH
KaTaau3aTopa B PEaKIMOHHON cMecu o Temmepatypsl ~450°C. CoctaB 3TOMU
(a3bl OBUT OTIPE/ICIICH METOI0OM PECHTICHOBCKOW AU(PAKIINK C UCTIOIHE30BaHIEM
a(hdexTa pe30HaHCHOTO PACCEsTHUSA.

3axnouenue xk Inase V.

B onmcaHHBIX B IaHHOM TJlaBe HKCMEPUMEHTaX MPUMEHEH BECh KOMILIEKC
TU(PPaKINOHHBIX METOJIOB UCCIICIOBAHUS CTPYKTYPHI U CTPYKTYPHBIX MpEBpa-

350°C, cmecb
400°C, cmecb
460°C, cmecb

550°C, 15 MUH cmecb
550°C, 13 MuH cmecb
550°C, 11 MuH cmech

550°C, 9 MUH cmMecb
550°C, 5 MuH cmech

550°C, ncxoaHbln

46 a8 50 52 54
Yron audpakuum 20, rpag
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IICHUH, HEOOXOMUMBIN JUIS TMONyYeHUs HauOoJiee MOJHOTO HAabOpa CBEICHUMA
00 00BEKTE M MPOUCXOMANINX B HeM Iporeccax. s BcecTopoHHEH XapakTe-
pusaimu 00BEKTa WUCCICIOBAHUS TPEOYETCS MPUBJICUYCHHE IOIOTHUTEIBHBIX
METOZIOB, HE CBS3aHHBIX C PEHTTCHOBCKOH amdpakimer, MOITOMY
B paboOTe HMCIOJB30BAHBI JAHHBIC TCPMOTPABUMETPUU, TEPMOACCOPOLINH, Ta30-
BOH xpomaTtorpaduu, pPEHTTEHOBCKON (OTOIIEKTPOHHOHW CIIEKTPOCKOIIHH,
ANIEKTPOHHONH MHUKPOCKOIIMU BBICOKOTO paspelicHus. TeMm He MeHee, 0a30BbIM
METOJZIOM HCCIEIOBAHMUS OCTABAJICSd PEHTTCHOBCKUN IU(PPAKIMOHHBIA JKCIIe-
PUMEHT B Pa3IUYHBIX €r0 MPOSBICHUSIX.

OcHOBHBIE Pe3yJbTATHI H BEIBOJBI:

I. Tloxm pykOBOACTBOM M IpW HENMOCPEICTBEHHOM Yy4acTHH aBTOpa B CubOmp-
CKOM IICHTPE CHHXPOTPOHHOTO M TEPArepIiOBOTO H3IYUYCHUS CO3MaH, O(U-
IIHAJIFHO aTTEeCTOBAaH B KAadeCTBE CPEICTBA M3MEPEHHS W YCHEUrHO (yHK-
MUOHUPYET HHCTPYMCHTAIBHO-METOIMYCCKUA KOMIUICKC JJII PEHTICHO-
IU(GPaKINOHHBIX CTPYKTYPHBIX HCCICIOBAHHUN MOJHKPUCTAIUINIECKUX Ma-
TEPHAIOB, BKJIIOYAIOIMINN B ce0s SIKCIICPUMCHTAIBHBIC CTAHIIUMU, CMOHTHPO-
BaHHbIe Ha KaHaTax Ne2 u Ne6 BeiBoma CH HakommTens arektponos BOIIT-3:

1) oKcrmepuMeHTaNbHAs CTaHIUS Ha KaHaie Ne2 00lafaeT BRICOKHM HHCTPY-
MEHTAJILHBIM YTJIOBBIM pa3pemieHueM, 0 Ad/d~3+5~10'5, M BO3MOYKHO-
CTBIO BapbUPOBaHUs pabodell SHEprun U3mydeHus B auanazone 6—20 k3B.
Ha cranmum peann3oBaHbl peHTICHOAN(PAKIIMOHHBIE METOIUKH, ITO3BO-
JSIOIIKE TONMYYaTh MMEPBUYHBIC YKCICPUMEHTAIBLHBIC JAHHBIC C BHICOKHM
VIJIOBBIM pa3pelicHUEM, B TEOMETPHU CKOJB3SIICTO MAJCHUS, B MAJbIX
yraax nudpaknun (20~0.1°), B IMAPOKOM TUANIa30HE BEKTOPOB PACCESHUS
(0 200 BM™), ¢ ucnonp30BaHueM PHEKTa PE3OHAHCHOTO PACCESHNS;

2) OSKCIepHMEHTalbHas CTAaHIHMA Ha KaHane Ne6 mpeaHa3sHadeHA IS MPOBE-
JICHHS UCCIICIOBAHUN C pa3pellIeHUEM [0 BPEMECHU (MUHUMAIBLHOE BpEeMs
skcnosuyu 1 cek, yriosoil auamason peructpanuu ~30°). Ha cranmum
pCaM30BaHbl METOIWKH WCCICIOBAHHUS CTPYKTYPHBIX MPEBpaICHUHA
B o0pasnax mpu BBEICOKHX TeMIIepaTrypax Ha BO3AyXe, B BaKyyMe, B OKHC-
JUTEIBHBIX U BOCCTAHOBUTEIFHBIX PEAKIMOHHBIX CpEelax, MPH JIABICHUU
ra3oBoil cpensl g0 10 Oap, a Takke METOAWKA ¢ MPUMCHEHHEM aHalln3a
cocraBa ra3o(a3HbIX IPOIYKTOB PEAKIIUH.

II. C ucronb30BaHrEeM OCOOCHHOCTEH CIEKTPabHO-YTIIOBOTO pacpeesICHHUs
CH u yHUKaNbHBIX WHCTPYMCHTAJBHBIX XapaKTCPUCTUK TH(paKkTOMeTpa
Ha kxaHaie CU1 No2 perieHsl crneayromue GU3NKO-XUMHIECKHUE 33 [a9H:

1) bsKchmepUMEHTaJbHO YCTaHOBIEHO, YTO OKcu kene3a Y-Fe,O; umeer tet-

paroHaJIbHYIO CBEPXCTPYKTYPY C MapaMeTpamH d,d,3d, oOpa3syeMyro Tpe-
Ms STYCHKaMH CO CTPYKTYPOH THUIA OOpalIEHHOW IITTHHETH, ¥ YIopsa0ve-
HUEM KAaTHOHHBIX BAaKaHCUH B 8-KpaTHOW OKTadAPUYECKON TMO3UITUU
(é%%) XapakTep paclpeneeHus] KaTHOHHBIX BaKaHCHH HE 3aBHCHT
0T crioco0a MPUrOTOBIICHHS 00pa3Iia.

38



2)

3)

MertonamMu PeHTTEHOBCKOM ANMGPAKIMKA BBICOKOTO Pa3pelIeHUs] U HU3KO-
TEMIEepPaTypHOH ancopOLUU a30Ta B Pe3yNIbTaTe CUCTCMHOTO HCCIEIOBa-
HUS YCTAHOBJICHA 3aBUCHMOCTH OT YCIIOBHI CHHTE3a CTPYKTYPHBIX (mapa-
METp TEPHOJAUIHOCTH M CTEICHb YIOPSIOYCHHOCTH YIMAKOBKH ME30IIOp)
U TEKCTYPHBIX (BEIUYMHA YACITBHOW MOBEPXHOCTH M YICIHHOI'O 00BeMa
ME30M0p, paclpeseNiecHne MEe30Iop IO pa3MepaM) MapaMeTpoB Me30-
CTPYKTYPHUPOBaHHBIX CHJIMKATHBIX W 3JIEMCHT-CHUIIMKATHBIX MAaTEPHUAJIOB,
(hopMHPYIOLIUXCS B YMEPEHHO KUCIIBIX Cpeiax.

MeTo10M pEeHTI€HOBCKOH AM(PAKIMK C UCTIOIB30BaHNEM 3¢ deKTa pe3o-
HAHCHOTO paccesiHusi BOIM3KM K-Kpasi TOTJIOIIEHHs] HUOOUSI YCTaHOBJICHO,
YTO KaTHOHBI HHOOUS HEYMOPSIOYCHHO PpaclpelesieHbl 10 KaTHOHHBIM
MO3UIMSAM B  TIOJIMTOHHO-CETYATOM CTPYKType CJOXKHOIO OKCHIA
Nb,Mo050}4, KaTaIUTUYECKH aKTHBHOTO B PEAKLUSIX OKHCIICHHS JIETKUX
AJIKaHOB.

III.C npumenennem BbICOKOH wuHTeHcHBHocTH myuka CH, sddexTnBHON

1)

2)

CUCTEMBl JETEKTHUPOBAHUS HAa OCHOBE IO3UIMOHHO-UYBCTBUTEIHLHOIO
nerexropa OJI-3M-350 u peHTreHOBCKUX BBICOKOTEMIIEPATYPHBIX KaMep
METOJlaMH PEHTI'€HOBCKOH IU(pakuuu in situ TONYYEHBI CIEIyIONINe
9KCIEPUMEHTANbHbIE PE3YIbTATHL:

B mponecce copOimu aMMHaka Ha KOMITO3MIMOHHBIX MaTepHaiax THUIIA

«CoJb B IOPUCTON MaTPHUIIS»:

HaOII0jaeMble TEPMOJMHAMUYECKUMHI METOJAaMH OOpa30BAHUSI KOMIIICK-
coB «copOeHT—n-NH;3» CONOCTaBIEHBI CO CTPYKTYpPHBIMH NPEBPALICHUSIMU
KOMITIO3HTOB;

BIIEPBBIC PEHTI€HOTpaUIECKU 3apeTUCTPUPOBAHBI KOPOTKOKUBYILAs (aza
tetpaammuakara CaCl,-4NH; u ¢dasza okraammmakara BaCl,-8NH;3, o6pa-
3yromasicst py AaBJeHUH copOTrBa 4.5 — 5 0ap.

TI0 TIOJTYYEHHBIM PEHTTCHOTPpaMMaM BIIEPBBIE ONpeeieHa CTPYKTypa (a3bl
BaCl,-8NHj.

B xone cuntesa Co-Al xaTanuzatopos nponecca @umepa-Tpommra:
YCTaHOBJIEHA TIIOCIEJOBAaTEIbHOCTh (DAa30BBIX MPEBPAIIEHUH KOOAIbT-
AIIOMHHUEBBIX TUAPOKCO-HUTPAT-KapOOHATHBIX COEAWHECHUH, HMEIOIINX
CTPYKTYpY THNa THUAPOTAIBbKHUTA, IPH HUX TEpMOOOPaOOTKE (aKTHUBALMH)
U TIOCIIEAYIOIIEM BOCCTAHOBJICHHH BOAOPOJOM; TTOKa3aHbl U3MEHEHHUS (a-
30BOTO COCTaBa KAaTaJM3aTopa Ha BCEX JTalax €ro akTUBAMU U BOCCTA-
HOBJICHHS; OOPa3yIONIMecss B Pe3y/bTaTe BOCCTAHOBNCHMs wyacTHibl Co’
HUMEIOT MUKPOJOMEHHYIO CTPYKTYpY, cocTosyto u3 ~90% ¢a3er kobanbTa
co crpykrypoii I'LIK (5-Co) u ~10% o¢assl co crpykrypoit ['TIVY (a-Co).

Ha KOHEUYHBIH pa3Mep YacTHIl METaJUTMYECKOTO KOoOalbTa OKa3bIBaeT BIIHSI-
HHUE B MEPBYIO0 OUepe]b CKOPOCTh MOBBIIMICHUS TeMIEPaTypsl IPpU aKTUBA-
LIUU OpeKypcopa M €ro BOCCTAHOBICHUU — MEIJICHHBIM HarpeB BeAeT
K CHIDKCHHUIO pa3Mepa YacTHIl METajla, HE3aBUCHMO OT crocoda MperBa-
PUTENHHOM aKTHBAIMH IPEKypcopa.
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IV.C npumenenueM 06a30BBIX MOTpeOHTENBCKUX cBOHCTB CH M OCHOBaHHOTO

1)

2)

Ha MX HCTOJH30BaHUHM KOMIUIEKCA PEHTTCHOAN(PAKIMOHHBIX METOIOB yC-
TaHOBJICHO, YTO:
B tBEpasix pactBopax SrCoq g Feo,Nb,O55 (x=0, 0.1, 0.2, 0.3):
® YBEIUUYCHHUE COJCPKAHUSA HHOOWS TPUBOJTUT K YMCHBIICHUIO MOTEPh KH-
CJIOpO/a W YBEINHMUYEHHUIO CTPYKTYpHOH CTaOMIBHOCTH IPU MX HArpeBse B
mupoxkoM uHTepBane temnepatyp (20+1000°C) B cpenax ¢ pa3auyHBIM
MapUUaIbHBIM JaBJICHHEM KHCIIOpOJa; HauOojbllee cTaOWIbHOE BO Bpe-
MCHH 3HAYCHHE KUCIOPOTHON MPOBOJAMMOCTH HAONIOJACTCS JJIS COCTaBa
SrCoy 6Fe.2Nb203.5;
® B pe3ynbTaTe U30CTPYKTYPHOTO (Pa30BOTO MEpeXoia MpH HATPEBE B BAKYy-
Me oOpasyeTcs Kuciopoa-nedumutHas (aza co CTPYKTYpOH MEPOBCKUTA
KyOM4eckol MOIu(UKANUU U TEPEMEHHBIM COJCPKAHUEM KHCIIOPOJa;
B mHTepBaie temreparyp 350+750°C HabmromaeTcss COCYIIECTBOBAHHE
UCXOJHOM (C MOCTOSIHHOHM WM €1ab0 MEHSIOLIEHCS C TeMIlepaTypod KH-
CIIOPOJTHOM CTEXHOMETPUEH) M KUCIOPOA-TePUITUTHON (asbl;
® B o0OMEHE KHCIOPOAOM C ra3oBod (pa3oil NMPHHMMAET y4acTHE TOJBKO
KHCIOpoa-aeduuTHas pasza ¢ mepeMeHHBIM KHCIOPOAHBIM COCTaBOM.
B HUKETB-METHOM KaTaIH3aTOpEe CHHTE3a a30T-COACPKAIIUX YIIICPOIHBIX
Ha"HoBoJIOKOH (N-YHB):
® B HCXOJHOM COCTOSHHUU HaxoaTcs Ni-oborameHHbil (NiggsCugs) 1 Cu-
oboramenubiid (CuggsNigos) CIUIaBBI, BBITOJHSAIOMNE pa3Hble (QYHKIUU B
peaknuy; B oOpa3uax Mociie peakluy COAEpKaTcsl Yriaepoa U a3oT B BHIC
mponykta peakimuun (N-YHB) wm B BuHme TtBepaoro pactBopa B Ni-
oOoramieHHoM cruiaBe; npu 3ToM B Cu-000TaIieHHOM CIUTaBe PacTBOPEHHUS
yriaeposa Wik a30Ta He MPOUCXOIUT, YTO MPOJAEMOHCTPHPOBAHO IKCIIEPH-
MEHTaMH C PE30HAHCHBIM PAacCESHUEM;
® peaknus CHHTE3a a30T-COACPKAIINX YTIICPOAHBIX HAHOBOJIOKOH IPOTEKAeT
Yyepe3 CTaANI0 PacTBOPEHHMs yriieposa U azora B Ni-o0oramieHHOM CIIjiaBe,
HO 0e3 oOpa3oBaHUsI MacCHUBHOM (a3bl KapOwIa HUKEIsS; B XOAC pEaKInH
HaOmromaroTcss  cimaOble  OCIUUISIIMM  mapaMeTpa  pemietkd  Ni-
000TaIIeHHOTO CIUIaBa, CBA3aHHBIC C U3MCHCHHEM KOHIICHTPAIMHA PacTBO-
PEHHBIX YTJIEPOAa W a30Ta; MEPHUO OCHWUIAIMHA 3aBHCUT OT COMACPKAHUSA
JTUJIEHA B PEAKLIUOHHOU Cpeae;
® IpHM OXJAXICHUH CHCTEMBl B PEAKIHOHHOM Cpele MpH TeMIepaTypax
~470-450°C mpouCXOAUT pe3Koe yBEIHUEHHE MapaMeTpa pPELIeTKH HU-
KeJb-000TaIlIeHHOTO CIIaBa BCIEICTBUE MIEPEHACHIIIEHUS YaCTHI[ PacTBO-
PEHHBIMH YTJIEPOJOM W a30TOM; oOpa3oBaBIIascs (as3a He MmpeTepricBacT
B JaJbHEHIIEM HHUKAaKMX W3MEHEHHH, € COCTaB OIpeneNieH IKCIEPUMEH-
TaMU C PE30HAHCHBIM PACCESHHUEM.

40



10.

11.

12.

13.

Copep:xaHue AuccepTalli H3JI0KEHO B CJIeAYIOIINX padoTax:

ImakoB  A.H., Mspitauuenxko C.B., Upidyna C.B.,, ComnosseBa JLII,
Tonouxo B.I1. ludpaxTomMerp BHICOKOTO pa3perieHus Il CTPYKTYPHBIX HCCICIOBaHUN
MOJMKPUCTAIIIMYECKUX MaTepHuainoB // JKypn. cmpykmyp. xumuu. — 1994, — T. 35. — No2.
—C.8591.

Shmakov A.N., Kryukova G.N., Tsybulya S.V., Chuvilin A.L., Solovyeva L.P. Vacancy
ordering in y-Fe,O;: synchrotron X-ray powder diffraction and high-resolution electron
microscopy studies // J. Appl. Crystallogr. — 1995. — V. 28. —Iss.2. — P. 141-145.
Tsybulya S.V., Kryukova G.N., Goncharova S.N., Shmakov A.N., Bal’zhinimaev B.S.
Study of real structure of silver supported catalysts of different dispersity // J. Catal. —
1995. - V.154. — Iss.2. — P. 194-200.

Shmakov A.N., Moroz E.M., Chuvilin A.L. Structure and phase composition study of
EuroPt-1 catalyst by differential anomalous scattering // Nucl. Instr. Methods Phys. Res.,
Sect. A. —1998. — V.405. — Iss.2-3. — P.470-472.

Kodenev E.G., Shmakov A.N., Derevyankin A.Yu., Lapina O.B., Romannikov V.N.
Highly-ordered aluminosilicate mesoporous mesophase materials: physico-chemical
properties and catalytic behaviour // J. Mol. Catal. A: Chem. — 2000. — V.158. — Iss.1. —
P.349-354.

Kholdeeva O.A., Derevyankin A.Yu., Shmakov A.N., Trukhan N.N., Paukshtis E.A.,
Tuel A., Romannikov V.N. Alkene and thioether oxidations with H,0, over Ti-
containing mesoporous mesophase catalysts // J. Mol. Catal. A: Chem. — 2000. — V.158.
—Iss.1. - P. 417-421.

PomannukoB B.H., Kupux C.J., ConosseB JI.A., IlImakoB A.H., JlepeBsukun A.1O.,
®enenonoB B.b., Xongeesa O.A., Jlanuna O.b., [Taykimtuc E.A. ®u3uko-xumMuyeckue
CBOMCTBa ME30MOPHUCTHIX Me30(ha3HBIX CHIMKATHBIX MaTePHAJIOB, CHOPMHUPOBAHHEIX IO
mexauusmy S*T// Kunemuxa u kamanusz. — 2001. — T.42. — Ne6. — C.359-368.

Fenelonov V.B., Derevyankin A.Yu., Kirik S.D., Solovyov L.A., Shmakov A.N.,
Bonardet J.-L., Gedeon A., Romannikov V.N. Comparative textural study of highly
ordered silicate and aluminasilicate mesoporous mesophase materials having different
pore sizes // Microporous Mesoporous Mater. —2001. — V. 44-45. — P. 33-40.

Solovyov L.A., Kirik S.D., Shmakov A.N., Romannikov V.N. X-ray structural modeling
of silicate mesoporous mesophase materials / Microporous Mesoporous Mater. — 2001.
—V.44-45.-P. 17-23.

Solovyov L.A., Shmakov A.N., Zaikovskii V.I., Joo S.H., Ryoo R. Detailed structure of
the hexagonally packed mesostructured carbon material CMK-3 // Carbon. — 2002. —
V.40. —Iss.13. — P. 2477-2481.

Mensrynosa E.A., banabuna 10.M., llImakoB A.H., Mensrynos M.C. AxcopOuuoHHbIe
U TEKCTYPHBIE XapaKTEPUCTHUKH TOPHUCTBIX KOMIIO3UTOB, ITOMY4aeMbIX OCAaXICHHUEM
yriiepojia Ha IIOBEPXHOCTH MUHepaibHON Me30¢assl Tuna SBA-15 // JKypnu. gus. xumuu.
—2003. - T.77.— Ne 3. — C. 444-448.

Moroz E.M., Pakharukova V.P., Shmakov A.N. XRD study of the local structure and
phase composition of catalysts with use of synchrotron radiation: Method of the radial
distribution of electron density // Nucl. Instr. Methods Phys. Res., Sect. A. — 2009. —
V.603. —Iss.1-2. — P. 99-101.

Cumennora M.U., Xacun A.A., MuntokoBa T.I1., [aseimosa JLII., IlImako A.H.,
Bynasuenko O.A., Uepenanosa C.B., Kycrosa I'.H., FOpseBa T.M. Bnusuue cocraBa u
CTPYKTYpBl COEJMHEHUS-NPEIIECTBEHHNKA Ha KaTalIUTHYECKHE CBOMCTBA KOOANbT-

41



14.

15.

16.

17.

18.

19.

20.

21.

22.

23.

TIOMUHHEBBIX KaTaJlM3aTOPOB B peakuusax cunrte3a dumepa-Tpomma // Kunemuxa u
xkamanuz. —2012. — T.53. — Ne 4. — C.520-526.

Podyacheva O.Yu., Ismagilov Z.R., Shmakov A.N., Ivanov M.G., Nadeev A.N.,
Tsybulya S.V., Rogov V.A. Properties of Nb-doped SrCo,gFe(,0;.5 perovskites in
oxidizing and reducing environments // Catal. Today. — 2009. — V.147. — Iss.3-4. —
P.270-274.

Ivanov M.G., Shmakov A.N., Drebushchak V.A., Podyacheva O.Yu. Two mechanisms
of thermal expansion in perovskite SrCog¢Fe(,Nb,03.. // J. Therm. Anal. Calorim. —
2010. - V.100. — Iss.1. — P. 79-82.

Ivanov M.G., Shmakov A.N., Tsybulya S.V., Podyacheva O.Yu., Ismagilov Z.R.
Correlations between high-temperature structural rearrangements and oxygen outlet in
perovskite SrCog gFey,Nbg 1,055 // Solid State Phenomena. —2010. — V. 163. — P. 38-41.
Hsanos M.T"., IlImakoB A.H., ITogesueBa O.1O., Mcmarunos 3.P. Mcnoas3oBanue ex
Situ peHTreHOBCKOW AM(PAaKINM HAa CHHXPOTPOHHOM H3ITYy4EHHH JUIS HCCIECIOBAHUS
N3MEHEeHUH (a30BOTr0 COCTaBa MEPOBCKUTONOMOOHBIX KOOAIBTUTOB CTpOoHLUS // JKypH.
cmpykmyp. xumuu. — 2010. — T.51. — C.S52-S57.

Podyacheva O.Yu., Ismagilov Z.R., Shalagina A.E., Ushakov V.A., Shmakov A.N.,
Tsybulya S.V., Kriventsov V.V., Ischenko A.V. Structural changes in a nickel-copper
catalyst during growth of nitrogen-containing carbon nanofibers by ethylene/ammonia
decomposition // Carbon. —2010. — V. 48. —Iss.10. — P. 2792-2801.

Podyacheva O.Yu., Shmakov A.N., Boronin A.L, Kibis L.S., Koscheev S.V., Gerasimov
E.Yu., Ismagilov Z.R. A correlation between structural changes in a Ni-Cu catalyst dur-
ing decomposition of ethylene/ammonia mixture and properties of nitrogen-doped car-
bon nanofibers // Journal of Energy Chemistry. —2013. — V. 22. — Iss.2. — P.270-279.
Podyacheva O.Yu., Shmakov A.N., Ismagilov Z.R. In situ X-ray diffraction study of the
growth of nitrogen-doped carbon nanofibers by the decomposition of ethylene-ammonia
mixtures on a Ni-Cu catalyst // Carbon. —2013. — V.52. — P.486-492.

[ogpsuesa O.10., IlImakos A.H., Ucmarunos 3.P., [lapmon B.H. In situ uccnenosanue
sposoluu (azoBoro cocrosHus Ni-Cu-kaTanuzaTopa B IPOLECCE POCTa a30TCOEPHKa-
LIUX YIJIEPOAHBIX HAHOBOIOKOH. // [Joxn. AH. —2011. — T.439. — Nel. — C. 72-75.
[IImakoB A.H. [Ipenu3nonHble peHTTCHOIU(PAKIIHOHHBIE HCCIEIOBAHUS ITOJHUKPHCTAI-
JMYECKHX MAaTepHalOB Ha CHHXPOTPOHHOM m3iydeHuu (063op) /! Kypn. cmpyxmyp.
xumuu. —2012. — T.53. - C.S137-S154.

PentreHorpadus Karamu3aTopoB B KOHTPOJIHPYEMBIX YCIOBUSX TEMIEpaTypsl M
cpenst // Tlon pen. a.x.H. JLM.IlImsacosoii. HoBocubupck: M3marensctBo MHCTUTyTa
katainu3za CO PAH, 2011, 184 c.

42



HIMAKOB Anexcanap HukonaeBuy

KOMIIVIEKCHASI JMATHOCTUKA CTPYKTYPbI MATEPUAJIOB
PEHTTEHOJAU®PAKINOHHBIMHA METOJAMHM
HA CUHXPOTPOHHOM U3JIYYEHHUU
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