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OBIIASA XAPAKTEPUCTHUKA PABOTBI

AKTyadabHOCTh padoThl. KpemHHii M repMaHWii — OCHOBHBIC MaTEpHAIIBI
COBPEMEHHOM MUKPOAIEKTPOHUKH. OKCUABI 3THUX 3JIEMEHTOB BOCTPEOOBAaHBI
JUISL IPOU3BOJICTBA BOJIOKOHHOM ONTHKH, OKCUJ T€PMaHUs UCIONIB3YIOT B Ka4eCTBE
IIpeKypcopa AJs MOJNYyYeHHs] CLUMHTHUIALUOHHBIX KPUCTAJUIOB U T.A. YCIEIIHOEe
pa3BUTHE METOMAOB MOJYYCHHUS M OUUCTKM KPEMHUS U T€PMaHUs, CO3/laHHe HOBBIX
MaTepHalioB U MPUOOPOB Ha X OCHOBE HEBO3MOKHO 0€3 OIeperKaroiero pa3BuTus
METOJIOB XapaKTepH3alul UX XUMUYECKOro coctaBa. KauecTBo (pyHKIMOHAIBHBIX
Mmarepranos (PM) Ha OCHOBE KPEMHUS M TEPMaHHs ONPEICIIETCS] HX TPUMECHBIM
COCTaBOM, OJHAKO, BIIMSHHE OTJCIBbHBIX 3JIEMEHTOB Ha IEJICBBIE CBOWCTBA OIHO-
3HAQYHO HE BBIICHEHO, IOITOMY Ba)KHO MMETh HamOojee MONHYI0 HH(OPMAIHIO
00 MX XMMHYECKOM COCTaBe.

B paboTe paccMOTpeHBI aHATUTHYECKHE BO3ZMOXKHOCTH Hamboiee >¢dexTus-
HBIX METOJIOB KOJIMYECTBEHHOro xummueckoro aHanmza (KXA), mcmomp3yembix
Ui 0030pHOTO aHalIM3a KPEMHHUS, TepMaHHMs M MX OKCHIOB: HEHTPOHHO-
aktuBauuoHubii  ananmu3 (HAA), wacc-cniektpomerpust (MC), aromHO-
abcopoOumonnas crektpomerpus (AAC), aTOMHO-MUCCHOHHAS CIEKTPOMETPHS
(A9C). Ilpu comocraieHnd >(P(HEKTHBHOCTH METOAUK aHAIM3a B MEPBYIO
ouepeh OLEHUBAIM YUCIO OJHOBPEMEHHO ONpEAesieMbIX JIEMEHTOB-IIpUMeceH,
Npe/eNbl UX 0OHApYKEHUS, JOCTYITHOCTh HEOOXOJUMOT0 000pYA0BaHUs, TPy 1032~
TpaThl ¥ AJIUTEIFHOCTD BBINOJIHCHHS aHAIN3a, TO €CTh PEHTA0EIbHOCTD aHAINTH-
YEeCKOro KOHTPOJISl. bOJMBIIMHCTBO U3 OMyOIMKOBAaHHBIX PaHEEe METOAMK C MCIONb-
3oBanneM TBeprpotenbHoii MC, HAA m ADC He MOryT OBITH BOCHPOH3BEICHBI
1 UCTIONIb30BAHBI B COBPEMEHHBIX aHAINTHYECKUX JIA00OPATOPHSIX B CBSI3H C OTCYT-
CTBHEM KOMMEPYECKH JIOCTYITHOTO 000PYIOBaHUS U PACXOIHBIX MaTepUasoB.

B TO ’xe BpeMs, COBpEMEHHBIE WHCTPYMEHTAJbHBIE (TPSIMBIE) METOIBI
He o0ecrieuynBaroT TpeOyeMbIX YpOBHEH NpeneoB 0OHapyKEHUS NPH aHAJIH3€ BbI-
COKOYHMCTBIX BelIeCTB. D(PHEKTUBHBIM PUEMOM CHIDKEHHS NPENesIOB 00Hapyxe-
HUS SIBISETCS] COYETaHNE WHCTPYMEHTAJIbHBIX BO3MOXKHOCTEH COBPEMEHHBIX MPH-
OOpOB C NpeNBapUTEIbHBIM KOHIICHTPUPOBaHHEM MHKpomnpumeceil. B Hactosiee
BpeMst Oiarozapsi IpeBOCXOJHBIM METPOJIOIMYECKUM XapaKTEepUCTHKaM HauOoIIb-
1ee paclpocTpaHEHHE B aHAINTHYECKOW NPaKTHKE IIOJNYyYMJ METOJ aTOMHO-
SMHCCHOHHOT'O CIIEKTPAIBLHOIO aHAJIHM3a ¢ BO30Y)KAEHHEM H3ITyYCHHS B HHAYKTHB-
Ho cesizannoi miazme (MCII-ADC). [TuccepranmoHHas paboTa MOCBsIIEHa pa3pa-
00TKe KOMITIEKca NPSAMBIX (MHCTPYMEHTAIBHBIX) 1 KOMOMHUPOBAHHBIX (C IpeaBa-
putenbHbM KoHLEeHTpupoBaHueM) MCIT-ADC MeToauK KONMYECTBEHHOIO XHMH-
YECKOI0 aHalIM3a KPEMHUs, T€PMaHusl U UX OKCUOB Pa3IUUYHON CTENIEHH YUCTOTHI.

CreneHnb pa3padoTAHHOCTH TeMbl HCCJIeq0BaHus. Pa3BuTHE 2JIEKTPOHHON
TEXHUKHN 6a31/1pyeTc;I Ha TNPUMEHCHUN BBICOKOYMCTBIX BEIIECTB, OCHOBHBIMHU
13 KOTOPBIX SBJISIFOTCS IOJYNPOBOJHUKOBBIE MaTepualbl — KPEMHHUM, ITeépMaHui
U MX OKCHIBI. Pa3paboTka M COBEpPIICHCTBOBAHHE METOJOB TIIyOOKON OYHMCTKH
U KOHTPOJIb Ka4€CTBa DTUX MATEPHATIOB HEBO3MOXKCH 663 Ppa3BUTHA BBICOKOYYB-
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CTBUTEIBHBIX M MHOTORJIEMEHTHBIX METOJOB KOJHMYECTBEHHOTO XHUMHUYECKOTO
aHanu3a. B mocnenHee mecsTuneTHE B aHATUTHYECKUX JTa0OPATOPHAX HMPOU3OILIA
3aMEHa CTapbIX CHEKTPOrpad)oB M CIIEKTPOMETPOB HA HOBOE aHATUTHUECKOE 000-
pyZOBaHHUE, IMOITOMY 4YacTO pa3padOTaHHBIE paHee METOJAMKH HE MOTYT OBITh
HaNpsIMyI0 HUCIIONBb30BAHBI Ul PEIICHUS! aKTyalbHBIX TEXHOJIOTMYECKHX 3a/1ad.
Merto 1 aTOMHO-MHCCHOHHOHM CHEKTPOMETPUH C BO30YXKAECHHEM B MHAYKTHBHO-
CBSI3aHHOW IUTa3Me B HACTOAIIEE BPEMsl SIBIISCTCS OJHUM M3 CaMBIX pacrpocTpa-
HEHHBIX W aKTUBHO Pa3BUBAIOLIMXCS METOJOB aHalIM3a BBICOKOYHMCTHIX BEILECTB
1 (QyHKIMOHAIBHBIX MaTepuajoB. PaHee pa3zpaboTaHHBIE CIIOCOOBI MPOOOMOATO-
TOBKH CIJIEIyeT aJalTHPOBaTh K HOBOMY OOOpPYINOBaHHMIO M COBEPIICHCTBOBAThH
METOIUKHM aHalIW3a U MOBBIIICHUS MX WH()OPMATUBHOCTH B COOTBETCTBHH
C COBpPEMEHHBIMU TPEOOBaHUAMH.

Heapr padoTsl — pa3paboTka M COBEPIICHCTBOBAHHE aTOMHO-3MHCCHOHHBIX
CHEKTPAJbHBIX METOJUK aHAIM3a KPEMHHMS, TePMaHHUI U UX OKCHIOB C BO30YyKae-
HUEM W3JIy4eHHS B MHAYKTHBHO CBA3aHHOM IUIa3Me.

B pamkax nocraBiieHHOI Le/IU pelleHbl CJeAyolne 3a1a4u:

— pa3paboTka MHCTpYMEHTaNbHBIX (0€3 MpenBapUTEIbHOTO KOHIIEHTPUPOBA-
Hus) UCII-ADC meronuk aHaimu3a KpeMHHs, TE€PMaHUS U UX OKCHJOB YHCTOTEHI
2N-4N: u3ydyeHue NOBEICHHS AHAIUTHYECKUX CHUTHAJIOB AJIEMEHTOB-TIPUMEcer
B NPUCYTCTBHUHM MaTPUYHBIX KOMIIOHEHTOB (KPEMHUS, TeépMaHHs) IpOObl, BHIOOD
ONTHMAIEHO-KOMIIDOMHUCCHBIX ~ KOHLEHTPAIMi{  MAaTpHYHBIX  KOMIIOHEHTOB
B pacTBOpax HpoO, BHIOOp aHATUTHYECKUX JIMHUI 3JIEMEHTOB-TIPUMECEH, OICHKa
METPOJIOTHUECKHUX XapaKTEPUCTHK METOJMUK (TIpeaesoB OOHApYKEHNMS, TPABUIIBHO-
CTH, BHYTPHIa00PaTOPHOHN NPEIU3HOHHOCTH);

— COBEpIICHCTBOBaHWE U3BECTHHIX KoMOmHHMpoBaHHBIX VCII-ADC mertommk
aHaM3a KPEeMHUS, TepMaHusi U UX okcuaoB 4uctoThl 4N-6N ¢ npeaBapuTenbHbIM
KOHIIEHTPUPOBAaHUEM MUKPOIIPHMECEH OTTOHKONH OCHOBBI ITPOOBI TIOCIIE KHCIOTHO-
ro pas3lokeHus MpoO: ajanTanus crnoco0a KOHIIEHTPUPOBAHHUS MHKpOIpHUMEceit
u o0paboTku koHneHtpara k Merony UCII-ADC, BpIOOp aHANTUTHUYECKUX JIMHUN
3JIEMEHTOB-TIPUMECEHi, OIIEHKa METPOJIOTHYECKUX XapaKTEPUCTHK METOIUK;

— pa3paboTKa METOJIMKH aHau3a KpeMHUSI YUCTOTHI 10 6N7 ¢ mpeaBaputenb-
HBIM KOHIICHTPUPOBAaHHEM MHUKpOIPHMEcel ITyTeM MapoQa3sHoro BCKPBITHS
1 OTTOHKH OCHOBBI B MHKPOBOJIHOBOH Ie4H: pa3paboTKa CHEennalbHOM KOHCTPYK-
IINM aBTOKJIaBa C BO3MOXKHOCTBIO 3arpy3KH 3-X NMpoO ¢ MOCTaHOBKOI KOHTPOJIBHO-
T'O OIBITa U BO3MOKHOCTBIO KOHTPOJISL TEMIIEPATYphl U IaBJICHHS, BEIOOP YCIOBHIH
MUKPOBOJIHOBOTO KOHIIEHTPUPOBAHUS, OLIEHKA METPOJIOTMYECKHX XapaKTEPUCTHK
METOJUKH.

Hayunasi HoBu3Ha padoTsl cocrouT B paspadotanabix MCIT-ADC meroamkax
aHaIM3a KPEMHUS, TEPMaHUS U X OKCHIOB PA3INYHOI CTEIIEHH YHCTOTHI.
WuctpymenTanbaple (6e3 mpempaputensHoro koHueHtpupoBanus) NCIT-ADC
METOJMKHY aHaJIM3a KPEMHHUS, TepMaHusI M uX oKcraoB anuctoTsl 2N-4N, mo3Bomnsromnie
onpenesaTh 10 42 snementos-nipumeceit (Ag, Al, As, Au, Ba, Be, Bi, Ca, Cd, Co, Cr,
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Cu, Fe, Ga, Hf, In, K, La, Li, Mg, Mn, Mo, Na, Nb, Ni, P, Pb, Pd, Pt, Rb, Re, Sh, Se,
Sn, Sr, Te, Ti, V, W, Y, Zn, Zr B repmannnu u ero okcuze; Al, Ba, Be, Ca, Cd, Cr, Cu,
Fe, Hf, In, K, La, Li, Mg, Mn, Mo, Na, Nb, Ni, Pb, Pd, Pt, Sr, Ti, Tl, V, Y, Zn, Zr
B KPEMHHH M €TO OKCHUJIE) C IperenaMu oOHapykeHus 8- 10%-3-10* % mac. u BHYTpHU-
J1a00opaTOpHOM TPEeU3HOHHOCTRIO 2-20 %. H3yd4eHO NOBEICHUE aHAIUTHYCCKUX
CHT'HAJIOB DJIEMEHTOB-TIpUMECEH B MPHUCYTCTBHM MAaTPHYHBIX KOMIIOHEHTOB IPOOBI
(xpemnwus, repmanusi). Mactpymentansasie CII-ADC MeToaMKK aHain3a KpeMHHS,
repMaHMs ¥ X OKCHIOB MPEBOCXOASAT aHAIOTHYHbIE, pa3paboTaHHBIE paHee 1o KOJIU-
YeCTBY OJHOBPEMEHHO OIPENEIIeMBIX IPUMECEH M TpesiesiaM HX OOHapYKeHUs
Ha 1-2 nopsaxa.

Kom6mamnposannsie UCIT-ADC MeTonuky aHa3a KpeMHUS, TepPMaHHs 1 UX OK-
cunoB gnctoThl 4N-6N ¢ mpenBapUTeNTHHBIM KOHIICHTPHPOBAHUEM MHUKpPOIIpUMeEce
OTTOHKOM OCHOBBI TIPOOBI MOCTIE KHCJIOTHOTO PA3JIOKEHHS, TO3BOJISIONINE ONPEICTIATh
44 snementa: Ag, Al, As, B, Ba, Be, Bi, Ca, Cd, Co, Cr, Cu, Fe, Ga, Hf, In, K, La, Li,
Mg, Mn, Mo, Na, Nb, Ni, P, Pb, Pd, Pt, Rb, Re, Sb, Se, Sn, Sr, Ta, Te, Ti, T, V, W, Y,
Zn, Zr — ¢ npenenamu obuapyxerns 1-10%-8-10° % mac. u BryrpuaGoparopHoit
MPEL3UOHHOCTBIO 5-15 %. MeToauku mpeBocXoasT pa3padoTaHHbIe paHee KOMOWHH-
POBaHHBIE METOJMKH aHAJM3a 110 KOJIMYECTBY OJJHOBPEMEHHO OIpPEAENISieMbIX IpUMe-
cell 1 UMEIOT Ipe/ieNbl OOHAPYKEHHsI COTIOCTABUMBIE, a IS OTIEIBHBIX AJIEMEHTOB-
npumMeceit Ha 1-2 mopska Hike.

Mertoauka VCIT-ADC ananu3a kpeMHHS 9UCTOTHI 10 6N7 ¢ mpeaBapuTenbHbBIM
KOHIICHTPHPOBAaHUEM MHUKpOIpUMecel IyTeM Napo(a3HOro BCKPBITUS M OTTOHKH
OCHOBBI B MHUKPOBOJIHOBOH IeuH, mo3Bosisromias onpenenste 30 snemeHtoB: Ag, Al,
Be, Bi, Ca, Cd, Co, Cr, Cu, Fe, Ga, Hf, In, K, Li, Mn, Mo, Na, Nb, Ni, P, Rb, Sb, Sn,
Sr, Ta, V, W, Zn, Zr — ¢ npenenamMu 0OHapYKEHHS 1-108-5-10° % mac. u BHYTpHUIIa-
6opatoproii npenmsuoHHOCTBIO 2-30 %. [IpemiokeH crnocod KOHIEHTPUPOBAHMS
MHKpPOIIpUMeCeH B MUKPOBOJIHOBOW NeUH M pa3pabOTaH CrEIHAIBHBINA BKIIAIBIII IS
CTaHIAPTHBIX aBTOKJIABOB C BO3MOYKHOCTBIO 3arpy3KH 3-X IpoO M MOCTaHOBKH KOH-
TPOJIFHOTO OIBITA M BO3MOKHOCTBIO KOHTPOJISI TEMIIEpaTyphl 1 JaBlieHus. MeTomka
HCII-ADC ananm3a KpeMHUS C HpeIBapUTEIbHBIM KOHIIEHTPHPOBAHHEM B MHUKPO-
BOJTHOBOM IEYM MPEBOCXOIMUT M3BECTHBIE IO TpeienaM OOHapYKEHHS psAfa pacripo-
CTPaHEHHBIX 3JIEMEHTOB-IIPUMECEH.

IMpakTuyeckast 3HaYuMocTb. KoMIulekc MeTOAMK MO3BOIIsiET AP(EKTHBHO
HCTIONIB30BaTh Pecypchl JlabopaTtopuu (Bpems, 00OpYIOBAaHME M PEAKTHUBBI) LIS
MOJTyYeHHUs] MaKCUMaJbHOH MH(pOPMAaIMM O XMMHYECKOM cOcTaBe 00pa3loB pas-
JIMYHOM CTETIEHW YHCTOTHI. MEeTOMKH allpOOMPOBaHbl M MPUMEHSIOTCS B aHAJUTH-
yeckor maboparopun MHX CO PAH st KOHTpOIs KadecTBa HCXOIHOTO CBIPBS U
TFOTOBOHM MPOXYKIMU MPEINPUATHI MO BBITYCKY BBICOKOUHCTOIO KPEMHHS W rep-
MaHHUsl, Ui KOHTPOJISl KaueCcTBa AMOKCHA T'€pPMaHUs, YYACTBYIOIEr0 B TEXHOIO-
THYECKOM IIPOLIECCEe CUHTE3a OPTOreépMaHaTa BUCMYTa, U AJIsl CONPOBOXKICHHUS HC-
CJIEJOBAaHUI 10 YCOBEPIIEHCTBOBAHHMIO METOIOB OYHUCTKH BBICOKOYHMCTHIX KPEMHUS
u repMmanus. Pa3paboTaHHBIE METOAWKH BBITIONHSIOTCS HA KOMMEPYECKOM aHAIH-

5



TUYECKOM 00OPYIOBAaHHH M MOTYT OBITh MCIIOJIB30BAHBI CHEIUAIICTAMU B IPYTHX
maboparopusx Ul aHalIW3a KPEeMHHS, TePMaHUsI W HMX OKCHIOB CTCIICHH
grctotel 2N-6N7.

CKOHCTPYHUPOBAaH U U3TOTOBJECH CIELUAIBHBIA BKJIAABII JUIS aBTOKJIaBa
MUKPOBOJHOBON mneun. KOHCTpyKIMs BKJIajbllla IO3BOJSET OJHOBPEMEHHO
MIPOBO/UTH MPOOOIMOJTrOTOBKY 3-X MapajieJbHBIX HaBECOK KPEMHHS C MOCTaHOB-
KOI KOHTPOJBHOTO OIBITA U HCHOJb30BaTh AATUMKH TEMIEPATypbl U JaBJICHUS
JUISL KOHTPOJISL TIPOLIEyphl OTTOHKM BHYTPH aBTOKJaBa. [lapodasHoe pazioxeHne
U KOHICHTPUPOBAaHHE B aBTOKJIABE CIICIHAILHOW KOHCTPYKLIUH MOXET OBITh
rcnonb30BaHo st KXA npyrux 0o0bEKTOB M B COUYETAHHUU C JPYTUMH HHCTPYMCH-
TaJIbHBIMH METOJaMHU.

MertozoJ10THsi M METOJbI JUCCEPTAMOHHOIO HccsienoBanus. OCHOBY yccep-
TaIMOHHOTO MCCIIEIOBAHMS COCTABIIIM HAayYHbIC TPYAbl OTCUECTBEHHBIX U 3apyOeKHBIX
aBTOPOB, TOCBAIICHHBIE BOMPOCAM HCCIIEIOBAHMS XUMHYECKOTO COCTaBa KPEMHHS,
repMaHUs M UX OKCHUJIOB METOJOM HEHTPOHHO-aKTHBALIOHHOTO aHaIn3a, Macc-
CIIEKTPOMETPHY, aTOMHO-a0COPOLMOHHON CHEKTPOMETPUM U aTOMHO-3MUCCHOHHOM
crniekTpoMeTpru. Ha 0CHOBE MOJTydeHHBIX 3HaHMH, ObLITN BHIOPAHbI Pa3INYHBIE TIOJIXOIbI
K aHaJIM3y KPEMHHsI, TePMaHUsl U MX OKCHJIOB Pa3JIMYHOM CTENIEHH YUCTOTHI M pa3pado-
TaHbl HOBBIE BBICOKOUYBCTBUTENBHBIE M MHOrosnaeMeHTHole Metoquku MCIT-ADC
aHanu3a. JIiA TOBBIIIEHUS 3KCIIPECCHOCTH METONMK aHalu3a M IPefOTBpALICHHs
3arpsi3HEHNH W3 BHEIHEH CPEibl, pasJioKeHHEe po0 MPOBOAMIN B 3aKPHITHIX aBTOKIIA-
Bax MPH MHUKPOBOJIHOBOM HarpeBe. KOHIIEHTpHpOBAHWE MHKpONpPUMECEH MPOBOIMIIH
IyTEM OTTOHKH OCHOBBI B BHJIE JIETY4Er0 COEAMHEHHMS TI0C/Ie XMMUYECKOTO TpeBparie-
Hus. [lomHOTY coxpaHeHWsl npuMeceli B KOHIIGHTpPaTax W IPOBEPKY MPABHILHOCTH
METO/IMK IIPOBOJIHIIN CIIOCOOOM «BBEACHO-HANICHO» 1 CPAaBHEHHEM PE3YJIbTaTOB aHAIIH-
30B, MONYYEHHBIX TI0 PA3IMYHBIM METOAMKaM. J[Is MOJydeHHs CIEKTPOB SMHCCHU
HCTIONB30BAIM MHAYKTHMBHO-CBA3aHHYIO IIa3sMy. KommuecTBeHHbBIE JaHHBIC OIYYCHBI
C HCTIOJIb30BAaHHEM TI'PAIyHPOBOYHBIX PACTBOPOB, MPUTOTOBICHHBIX M3 MHOIO3JIEMEHT-
HBIX CTaHJAPTHBIX PACTBOPOB.

IToJ10:xeHMs1, BBIHOCHMBIE HA 3aIUTY:

— pazpabotannbie MeToauku nHCTpyMeHTanbHOro MCIT-ADC ananmn3a kpem-
HUS, TepMaHud U UX OKCHAOB YHUCTOTHI 2N-4N; pe3ynbTaTsl U3ydeHHS BIHUSHUS
MaTpHIb! (KpEeMHHS, TepMaHus) HA aHATUTUYECKUH CUTHAN 3JIEMEHTOB-TIpUMecei,
BHIOOpP ONTHUMAaJbHOW KOHIEHTPALMKM MAaTPUYHOTO OJJIEMEHTA JUIS CHIDKCHHMS
TIpEe/IeIoB 0OHAPYKEHUSI U KOJIMYECTBEHHOT'O ONpE/IeICHNUs IPUMECeH;

— ycoBepmeHcTBoBaHHBIE MeToanku VICII-ADC ananmsa KpeMHUs, Te€pMaHH
n ux okcunaoB ynctoTsl 4N-6N ¢ mpenBapuTensHBIM KOHLIEHTPHPOBAHUEM MHKPO-
MpUMecel TEpMUYECKOW OTTOHKOM OCHOBBI IPOOBI TOCTIE KMCIOTHOTO Pas3sioKEHHS;

— pazpaborannas meroauka VCII-ADC ananuza KpeMHHS YHCTOTHI 10 6N7
C TpeIBapUTENbHBIM KOHIIGHTPUPOBAHHEM MHKpONpUMecei mapodasHoHW OTroH-
KO OCHOBBI B MHKPOBOJIHOBOM aBTOKJIaBE; CIIOCOO Mapoda3HOi OTTOHKH B MHK-
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POBOJHOBOI I€YM ¥ KOHCTPYKIIMS aBTOKJIABa C BKIIABIIIEM, TO3BOJIAIOIIAM OITHO-
BPEMEHHO NTPOBOANTH KOHIIEHTPHPOBAHUE MHUKpoIpuMeceil 3-x 06pasmos ¢ mocra-
HOBKOM KOHTPOJIBHOTO OITBITA MIPY KOHTPOJIMPYEMBIX TEMIIEPATypE 1 aBJICHHN.

CreneHnb 10CTOBEPHOCTH U anpodanus padoTkl. JJ0CTOBEPHOCTH NMPEICTAB-
JICHHBIX PEe3yJIbTaTOB OCHOBBIBAECTCS HA HCIOJIBb30BAaHUM COBPEMEHHOIO aTTECTO-
BAaHHOTO AaHAJMTUYECKOTO O00OpYy/NOBaHUS, BBICOKOM METOJUYECKOM YPOBHE
MIPOBEJCHUS PadOTHI M COTTIACOBAHHOCTH SKCIEPHUMEHTAIBHBIX JaHHBIX C JaHHBIMU
JpYTUX UCCIIEAOBaHUM.

Marepunaisl paGOThI JOKJIAABIBAIIMCE M OOCYKIAIHCH CO CIeIHaINCTaMH B 00Ia-
CTU XMMHM BBICOKOYMCTBIX BelllecTB Ha 8-Mu Beepoccuilckux U MeEXIyHapOIHBIX
rxoHpeperiprix: XIV, XV Koudepermmm u VI, VI 1lkoxe Monoasx yueHbIX «Bpico-
KOYMCTBIC BemiectBa M Marepuanbl. [lomyuenwe, anamm3, npumMeHeHwe» (Hrkanmid
Hogropon, 2011; 2015); VIII Mexmyrapomaot konpeperrmu 1 VII [kone yueHBIX
1 MOJIOJBIX CIEIMAINCTOB 10 aKTYalIbHBIM NpoOieMaM (DH3HKH, MaTepHAIOBEACHHS,
TEXHOJIOTMM M JMarHOCTUKM KPEMHHs, HAaHOPa3MEPHBIX CTPYKTYp U MPHOOPOB Ha €ro
ocaoBe «Kpemunii 2011» (Mockaa, 2011); Beepoccuiickoii koHMEpeHIMH 10 aHATUTH-
yeckoil crektpockormu (Kpacnomap, 2012); IX HayuHoit koH(pepeHIn «AHaIUTHKA
Cubupu n Hamsrero Boctoxa» (Kpacnospck, 2012); 2-it Beepoccuiickoit HaygHOH
koH(pepeHIy MeTo/ibl MCCIIeIOBaHUsI COCTaBa M CTPYKTYPHI (DPyHKIIMOHAIBHBIX Mare-
puanoB «MUCCOPM» (HoBocubupck, 2013); 2-m Cummnozuyme u 7-i IIkone Momoasix
yueHbix «HoBble BricOKOUHCTBIE MaTepraiby (Himkauit Horopo, 2013); International
conference on functional materials for frontier energy issues (Novosibirsk, 2015).

IMyéaukanun. ABTOPOM OMYOJIHKOBAHEI 4 CTAaTbU B PEIICH3UPYEMBIX POCCHIA-
CKuX m3IaHmX, Bxomsamux B [lepedenr BAK P® mis myOnmukammy matepHaioB
JIMCCEPTALMH U § TE3MCOB JIOKIIAI0B POCCHUHCKHUX M MEXIYHAPOIHBIX KOH(EPEHIHIA.

JInyHbIil BKJIAA aBTOpa. B nmuccepTallioHHYI0 paboOTy BOLUIM Pe3yJIbTATHI
9KCHEPUMEHTAIBHBIX HCCIIEIOBAHUM, BBIMOJHEHHBIX JMYHO AaBTOPOM. AHaJM3
JIMTEPATypHBbIX JAHHBIX II0 TEME AUCCEPTAlUM, IUIAHUPOBAHUE U BBIIIOJIHEHUE
9KCIIEPUMEHTAILHOM YacTH, METPOJIOTHYECKasi OLIEHKa pa3pabOTaHHBIX METOMIMK,
a Taxoke anpoOaIys METONK Ha peaibHBIX 0OBEKTaxX BBIIOJHEHBI JINYHO aBTOPOM.
OOcyxeHne MOMyYeHHBIX Pe3yIbTaTOB M IOJrOTOBKA MaTepUaioB JUIs ITyOiInKa-
LU IPOBOJUIACH COBMECTHO C HAYYHBIM PYKOBOJHUTEIEM U COABTOPAMHU.

Crpykrypa u 06beM pa6oThl. PaboTa n3noxena Ha 141 crpanue, WIUTFOCTPUPO-
BaHa 7 PUCYHKaMH U COJIEPXKHUT 23 TaOJMIbl, CIIMCOK JINTEpATyphl coaeput 158 pador
OTEYECTBEHHBIX U 3apyOe)KHBIX aBTOPOB. [luccepTaiys COCTOMT U3 BBEACHWS, 4-X ITIaB,
BBIBOJIOB, 3aKJTIOYEHMS, CIIMCKA IUTUPYEMO JTUTepaTyps! U 1-ro nmpumoxenwns. I masa 1
MOCBAIICHA JUTEPaTypHOMY O030py MO MeToJaM aHaM3a KPEMHUS, TepMaHMsA
1 UX OKCHIOB. DKCHEPUMEHTAJbHAS YacCTh UCCEPTAIIMH BKIIIOYACT: IJIABY 2, TIOCBS-
IIEHHYIO OOIIMM MpaBIiIaM pabOThI ¢ BEICOKOYHCTHIMH BEIIIECTBAMH; IJIaBYy 3 O pa3spa-
6otke naCTpyMeHTATBHBIX ICTT-ADC Meroauk aHanmm3a u riaBy 4 o paspadorke UCII-
ADC MeToayK aHaIM3a C PEABAPUTETHHBIM KOHIIEHTPHPOBAHIEM MHUKPOTIPUMECEH.
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OCHOBHOE COJEPKXAHUE JUCCEPTAIIMN

Bo BBEJAEHMM packpeiTa akTyaJIbHOCTh TEMBI, ONIPEAEIEHBI L€ U 3aJa4u
uccienoBaHui, chopMynupoBaHa HaydHass HOBH3HA, NPaKTHYECKas 3HAYUMOCTh
paboTHI ¥ NOJIOKEHHUSI, BHIHOCUMBIE Ha 3aIlIUTY.

IJIABA 1. METO/IbI AHAJIN3A KPEMHUSI, TEPMAHUS U UX
OKCH/JIOB (JINTEPATYPHbBI OB30P)

B nuteparypHOM 0030pe paccMOTpeHBI M3BECTHBIE METOJIUKH, OCHOBaHHBIC
HAa MeTOHax KOJIWYECTBEHHOTO XHMHYCCKOTO aHalnW3a KPEeMHHS, TepMaHUI
U WX OKCHIOB: HEHTPOHHO-aKTHBAI[MOHHOM, MacC-CIIEKTPOMETPHH, ATOMHO-
a0CcOpOIMOHHOM CIEKTPOMETPHH M aTOMHO-3MICCHOHHOW criekTpomeTpuu. [loka-
3aHO, YTO BBIOOP METOA U 0030PHOTO KOJMYECTBEHHOTO XUMUYECKOTO aHai3a
KPEMHHUs, TepMaHUs U MX OKCHIOB 3aBUCHT OT PEIIaeMON 3aaddl U UMCIOIIETOCS
000pyI0BaHUS.

Hawnbonee Hu3kue npezessl 0OHapyKEHHs pUMeced PU MHOT03JIEMEHTHOM
aHaJM3e KpeMHUs U TepMaHus (10 10 9% Mac.) obecrieunBaeT MeTol HEUTPOHHO-
AKTHBAIIMOHHOTO aHaJK3a, OJHAKO TPYAHOJOCTYITHOCTh UCTOYHHUKOB OOIJTydYEHUS,
JUTUTEIEHOCTh M BBICOKasi CTOMMOCTh aHalli3a OTPAaHMYMBAIOT €ro MpPUKIaIHOE
HCIIONIb30BaHHME.

Huzkue npenensl oOHapyKeHHS aHATUTOB APYTUMH METOIAMH JOCTHTAOTCS
IIPHU TIPEIBAPUTEIBHOM OTACICHUH OCHOBHI MPOOBI. [Ipo0OmMOATroTOBKA MPH 3TOM
BKJIFOUaeT KUCIOTHOEe pacTtBopenue mpodsl (cmech HCI u HNO; s repmanus u
ero okcuna, cMmecb HF u HNOj i kpeMHUS 1 ero OKCHAA) U BBIIApUBAHKE pac-
TBOpa C yJalieHHeM OCHOBbI B Buje terparanorenuna (GeCly; wmm  SiFy)
WIH Pa3lIoKCHHE B aBTOKJIABE B IIapaX PEarcHTOB C yOalICHHEM TeTParaloreHuIa.

B Hacrosiee BpeMsi HHPOPMATHBHBIMH U OTHOCUTEIBHO JOCTYIHBIMH IJIS
0030pHOTO aHaNM3a KPEMHHUs, TE€PMaHMsI U UX OKCHJIOB SIBIISIOTCS METOJbI Macc-
CHEKTPOMETPUH C MOHM3ALMell B MHIYKTHBHO CBSI3aHHOH Iuiazme (Tpeaesbl oOHa-
pyxenns 107-10% % wmac.) u Taeromenm paspsize (10°-107 % wmac.), peannsyembie
Ha npubopax BbICOKOro paspemienus. [locieanuit meros 6onee IPOCT B IpUMEHe-
HUM, TIOCKOJBKY HE TpeOyeT pacTBOpeHHS NpPOOBI, OIHAKO €ro BHEIPCHUIO
B aHAJTUTHYECKOE IIPUMECHEHHE MPEIITCTBYET BRICOKAs CTOMMOCTH 000pYIOBaHUS.

MeTogoM  ANEKTPOTEPMHUYECKOTO  aTOMHO-aOCOPOIMOHHOTO  aHan3a
C TpenBapUTENbHBIM OTJEJICHHEM OCHOBHI ITPOOBI BO3MOKHO ONpeesieHHe
OTJIEJIbHBIX IPUMECEH HA YPOBHE 10™-10" % mac.

W3 aHanm3a nauMTepaTypHBIX JAHHBIX cieayeT, 4ro ADC aHamu3 KpeMHUs,
repMaHis M HMX OKCHJIOB BBIIOJHSIOT Ha HPHOOpax C JYrOBBIM HCTOYHHKOM
BO30YIK/IeHHs CIIEKTPOB. B coderaHnu ¢ npenBapuTeIbHbIM KOHIEHTPUPOBAHHEM
MUKpOIIpUMeCeil OTTOHKOW OCHOBBI 3TOT METOJ MO3BOJISIET omnpeaensts a0 40
npuMeceii B KpeMHEE ¢ npeaenamu obHapyxerns 10°-10° % mac. B macrosimee
BpeMsl B Ka4eCTBE MCTOYHMKA BO30YkneHus B ADC moiydyuia MUpoKoe pactpo-
CTpaHCHWE WHAYKTHBHO CBA3aHHas aproHoBas miasma. Merox MCII-ADC mep-
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CIIEKTHBEH JUIsl aHaJIN3a BHICOKOYHCTHIX BEILECTB B COYETAHUU MPEIBAPUTEIBHBIM
KOHIICHTPHPOBAaHHEM  NpHMeceil, OJHAKO  aHAJUTHYECKHE  BO3MOXXHOCTH
HCII-ADC npu 0630pHOM aHANMHM3e KPEMHHUSA M TepPMaHHA B JIUTEPAType pPeajn3o-
BaHbI JJAJIEKO HE TIOJIHOCTHIO.

I'IABA 2. OPTAHU3AIIUSA PABOT C YUCTbBIMU BEIIECTBAMHU

Jns  CHIKEHHST HEKOHTPOJHMPYEMBIX 3arps3HEHUI paclpoCTpaHEHHBIMH
MPUMECSMH  NPOOOIMOJIrOTOBKY MNPOBOAWIN B CIELUUAIBHO 000OpYJOBaHHOM
UL paboTBHl C YHUCTBIMH BELIECTBAMH JIAOOPATOPHOM NOMEIICHUH. XHUMHYCCKHE
onepamyi ¢ pacTBOpPAaMH IIPOBOIMIM B OOKCE W3 OPraHMYECKOTo CTeKJIa THIA
11IIB-20C; BBIMapuBaHKE PaCTBOPOB IPOBOIMIN B T€PMETHUYHOM OOKCE M3 Opra-
HHUYECKOTO CTEeKJIa ¢ MHPpakpacHOH iammoii 3-C-1 (500 BT) ¢ mumMmepHBIM pery-
JSTOPOM HanpsbKeHUs. Bokchl coobmarotes ¢ atMocdepoil uepe3 QuiIbTpEL

PactBopenune u napodaszHoe BCKphITHE 00pa3LOB MPOBOIMIN B MHKPOBOJIHO-
Boii meunt MARS 5 (CEM, Matthews) B aBrokiaBax XP-1500 Plus.

B pabote ucmonp30Baiy a30THYIO, COJITHYIO U (PTOPHCTOBOAOPOAHYIO KUCIIO-
Thl MapKH OC.4. M JIOTIOJHHUTENIbHO OYMILIEHHbIC IUCTWILIALUCH Oe3 KUIeHHs
Ha npubope DUOPUR (Milestone). JlenoHH30BaHHYIO BOJY C YACIBHBIM COIPO-
TuBneHneM >18 MOM/cM monyyanu Ha yCTaHOBKE JJIs OYMCTKA Bomsl Direct Q-3
(Millipore). T'paxyupoBKYy BBIMONHSIH C HCIOIb30BAHHEM MHOTO3JIEMEHTHBIX
cra"gapTHBIX pactBopoB MIC dupmsr «Ckat» (HoBocnOmpcek).

V3mepeHHs IPOBOAMIM Ha CIIEKTPOMETpPE C HHIYKTHBHO CBSI3aHHOM IUIa3MOM
iCAP-6500 Duo (Thermo Scientific).

I''TABA 3. PABPABOTKA HHCTPYMEHTAJIBHBIX UCII-A9C
METOJUK AHAJIN3A

Jlig xapakTepu3alui UCXOIHBIX MPOAYKTOB B TEXHOJIOT'HH TOIy4YEHHUs BHICO-
KOYHCTOTO KPEeMHHMS M TepMaHHs (MX OKCHIOB), NPOU3BOACTBEHHOHN IIHXTEHI,
METAJUTyPrHYeCKOr0 KpeMHH M Npouynx MaTepuanoB 4nucToTel 2N-4N BocTpebo-
BaHbl Mertoauku aHamm3a MCII-ADC, Hambosiee mpocTble B OCYIIECTBICHUH,
T.e. He TPeOYIOIHUe CI0XKHONH XUMHYECKOH 00paboTku 00pasioB. Takue MeTouKH
OOBIYHO Ha3bIBAIOT MHCTPYMEHTAIHBIMH.

B mmaBe 3 moapoOHO ommcaHBl MPOLEAYPHl MHCTPYMEHTAIBHBIX METOINK
aHanM3a KPEeMHUS ¥ €ro OKCHJa, TepMaHus U ero okcuaa. [1onpoOHO 0003HaUEHBI
OCHOBHBIE TPYAHOCTH, CBSI3aHHBIE C HAIMYHEM CIIEKTPAIbHBIX IOMEX CO CTOPOHBI
MaTpPUYHOTO KOMIOHEHTa NPOOBI, KOTOPBIE MPUBOJAT K M3MEHEHNIO HHTEHCHBHO-
CTH HempepbIBHOTO (GoHa [1], YacTHIHOMY WITH MOJHOMY TIEPEKPBHIBAHUIO aHAJIH-
TUYECKOH JINHUHM aTOMHBIMH, HOHHBIMH WJIX MOJICKYJISIPHBIMU JIMHUSMH OCHOBHBIX
9IIEMEHTOB | aproua [2, 3].

C y4eToM MOJIEKYJISIPHBIX HOJIOC M CHEKTPAIBHBIX HAJOXKEHWH OBLTH BBIOpa-
HBl aHAJIMTHYECKUE JTIMHUU Jus 42 snemenToB-ipumeceii: Ag, Al, As, Au, Ba, Be,
Bi, Ca, Cd, Co, Cr, Cu, Fe, Ga, Hf, In, K, La, Li, Mg, Mn, Mo, Na, Nb, Ni, P, Pb,
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Pd, Pt, Rb, Re, Sb, Se, Sn, Sr, Te, Ti, V, W, Y, Zn, Zr — anst KXA repmanus u ero
okcuma. JIysl aHaNM3a KPEMHHS M €r0 OKCHIA YAaloCh BHIOPATh aHAUTHUCCKHE
nuHMA e i 29 anementos-tipumeceit: Al, Ba, Be, Ca, Cd, Cr, Cu, Fe, Hf, In, K,
La, Li, Mg, Mn, Mo, Na, Nb, Ni, Pb, Pd, Pt, Sr, Ti, Tl, V, Y, Zn, Zr, — ockonsKy
KPEMHHI HMeeT GOTaThlif CIIEKTP 3MHCCHH M €r0 MEINAIONINe BIHSHUS HMEIOT
GoJieec BBIPOKCHHBIM XapakTep, 4eM s TepMaHus. BbUTM MOJTydYeHBI 3HAYCHUS
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Puc. 1. OTHOCHTENBPHOE H3MEHEHHE HHTEHCUBHOCTU
AHAJIMTUYECKUX CUTHAJIOB 3JIEMEHTOB-TIPUMECEH
B IIPUCYTCTBHU T€pPMaHUs

MopARKoELA HOMEP 2naMENTa

Puc. 2. OTHOCHTENBEHOE H3MEHEHNE HHTCHCUBHOCTH
AHAJIMTUYECKUX CUTHAJIOB 3JIEMEHTOB-TIpUMECEH
B IIPUCYTCTBHU KPEMHUS
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AQHAIUTHYECKUX  CUTHAJIOB
(AC) »onemenTOB-TIpHMEcCEit
npu KoHueHTpanuu 0, 0,25
u 0,50 MKr/MJI Tipu conepka-
HUM MaTPUYHBIX KOMIIOHEH-
ToB B pactBope 10, 20, 30, 40
u 50 mr/mir. Ucxonsa
13 TIONyYCHHBIX 3HAYCHUI
AC, &mmg KaxJoro aHalauTa
OBUTH TIOCTPOEHBI I'pasyHpo-
BOYHBIE 3aBUCHMOCTH TIpH
pa3IuuHOM COJICpIKaHUU
repMaHus WM KPEeMHUsS B
pactBope. [ns HarIsiAHOrO
KOJIMYECTBEHHOI'O IIPECTaB-
nerus u3MeHenus AC c us-
MEHEHHEM  KOHLEHTPALHH
OCHOBHOTO KOMIIOHEHTa B
pactBope BBedH KO3(dumm-

edT Kk — OTHOCHTENBHOE
HU3MCHCHHUC HMHTCHCHBHOCTH
AHAJIUTHYCCKHUX CHUTHaJIOB

pUMeced MpU MEepexoie OT
10 x 50 mMr/mi conepkaHus
MaTpHIIBL:

= [ACGO /)~ AC G0 /)
Tac oMr/ym

rae Iac s0M /) Tac oM/
— VMHTCHCHBHOCTH AQHAIIUTH-
YeCKMX CHTHAIOB JIMHUI
aHAJMTOB B pacTBOpax
C COIEepKaHUEM OCHOBHBIX
KOMIIOHEHTOB Te€pMaHUs W
kpemuus 10 Mr/mi u 50 mMr/mi
COOTBETCTBEHHO.
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Ionyuyennble 3Ha4enus K 11 BEIOpaHHBIX aHAIMTHYECKUX JTHHHUM TPUBEICHBI
Ha puc. | Ui MaTpuibl repMaHusi, Ha puc. 2 Ak MaTPHIbl KpeMHusi. M3 pucyHKoB
BUJIHO, 4YTO TMPUCYTCTBHE TE€PMaHUsi B PACTBOPE BBI3BIBACT HE3HAYUTEIIHLHOEC
HU3MEHEHHe UHTEHCUBHOCTH He Gonee 5 % s nunuit snemenros: Ag, Al, Au, Bi,
Ca, Cd, Co, Cr, La, Mn, Mo, Nb, Ni, Pd, Pt, Re, Sb, Te, Ti, V, W. U3smeHnenue
WHTCHCUBHOCTH B Juana3oHe oT 5 mo 20 % XxapakTepHbI Ui JIMHUN aHATUTOB: AS,
Ba, Be, Cu, Fe, Ga, Hf, In, Mg, P, Pb, Se, Sn, Sr, Y, Zn, Zr. VBenuueHue
WHTCHCHBHOCTH Ha BenmdymHy Oomee 20 % HaOmogamu Uil JIMHHA
JerkonoHn3upyeMbix dementoB: K, Li, Na, Rb. TTogoGHble sBieHMS 1151 IETOYHBIX
SIIEMEHTOB OTMEYEHBI B [3] M OOBACHSIOTCS W3MCHCHHEM MapaMeTpOB ILUIa3MBl,
0OYCIIOBIICHHBIM TIPUCYTBHEM MATPUYHOTO DJEMEHTA. B MPUCYTCTBUH KpEeMHHUS
OTHOCHUTEIBHOE HM3MEHEHME HMHTEHCHMBHOCTH He Oonee 5 % HaOmoganu TOIBKO
s Inu V; B guanasorneor 5 no 20 % — mua Al, Ba, Cr, Cu, K, La, Li, Na, Ni, Pb,
Pd u Zn. U3menenue 6omee 20 % mabmomamm 1 Be, Ca, Cd, Fe, Hf, Mg, Mn, Mo,
Nb, Pt, Sr, Ti, T, Y, Zr. Jlnsg GoNbIIMHCTBA aHATUTUYECKUX JIMHUM CUIHAJ IIaJaeT.
Pe3ynbTaThl mpeACTaBICHHBIC Ha puc. 1 M puC. 2 HAIAHO TIOKAa3bIBAIOT,
YTO KPEMHHI OKa3bIBACT 0OJIee CHIIBHOE JICTIPECCHPYIOIIHE CICKTPATbHOS BIMSIHUC
Ha aHAJTUTUYCCKHUE JIMHUU 3JIEMCHTOB-TIPUMECCH, YeM T'epMaHHi.

i 2576710 HM D IlockoabKy IPUCYTCTBUE  MaTpULbI

w0 g (2) CKa3bIBaeTCsl He TOJIbKO Ha AC 3/1eMEHTOB-

At MpUMeceil, HO U Ha YPOBHE HENPEPHIBHOIO

l(AC) EEE ¢oHa, OBUIM TOCTPOEHBI 3aBUCHMOCTH
bor) ] 0 OTHOLICHUS  AHAINTUYECKOTO  CHTHAlA
e k curHany dona (l4d/ly,,) MMHEUN TpUMecn

P OT  KOHLEHTpalMM  MaTpumbl.  OTH
04— - 3aBUCUMOCTH JUIsi  OOJBIIMHCTBA  JIMHUH

0 10 20 30 40 50 K < _
Conepwatie Ge, mriun UMCIOT TMPUMEPHO OAWHAKOBBIM BHUJ

B Ka4ecTBE NMpHMepa Ha pUC. 3 MPUBEICHBI

Puc. 3. 3aBHCUMOCTh OTHOILIECHUS 3aBUCUMOCTH T HOHHOU JINHUU
Lic/lpon OT coneprKanms Mn 257,610 um npu COZIEpIKAHUI
FCpMAHIA B PacTBOpe 0,25 mxr/mi (1) u 0,50 mkr/™i1 (2)

s Mn 257,610 um
B NPUCYTCTBHUU TCPMAHUA. BI/I,I[HO, qyTO

C POCTOM comepXKaHHs TepMaHHA B pacTBOpe 3HadeHHe OTHOMEHMS |,cfly,,
YMEHBIIIACTCS M JOCTHTAeT MUHWMAIBHBIX 3HAUCHHWH TPU KOHIICHTPAIIMU OCHOBBI
40-50 mr/mn. [yt OONBINMHCTBA JIMHUK TIOJYYEHBl aHAJIOTWYHBIE TPOQHIN
3aBUCHMOCTEH.

B pesynbraTe MOXXHO clenaTh 3aKJIIOUSHHE: TPU YBEJIHMYSHUH KOHLEHTPAIH
repmaausg oT 10 mr/ma k 50 mr/mi, AC nuHUE 3lIeMEHTOB-IpIMeceil mamaer
He Gonee, yeM Ha 15 % (puc. 1); mpu yBeJIWYEHHH KOHIEHTPAIMHM KPEMHHS
ot 10 mr/mn k 50 mr/mi, AC nuHHIA dIeMEHTOB-TIpUMecel manaet He OoJiee, yeM
Ha 40 % (puc. 2). I[Ipu >TOM nmns 06eux MaTpwuil NaJeHUE 3HAYCHUS OTHOIICHUS
L4/l pon TPOMICXOIUT MEHEE, YEM B 5 pa3 Juis GOJIBIIMHCTBA AHATMTHIECKHUX JTMHHUIA.
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OtMeTHM, 4TO, YBEITMYHBasi KOHIIEHTPALMIO OCHOBHBIX KOMIIOHEHTOB B YKa3aHHOM
QMara3oHe, MBI YMEHBIIaeM B 5 pa3 ko3 duiment pazbasieHus mpoObl, 4To AaeT
5-KkpaTHOe CHWKEHHE IpeneioB oOHapyxkeHus. [loaToMy, A MOMy4eHHsT HU3KHX
npenenoB  oOHapyKeHHs 1O  OOJBUIMHCTBY  aHAJMTOB  PEKOMEH/IOBAaHO
UCIIONIB30BaTh YISl aHalu3a ONTUMAaJIbHO-KOMIIPOMHUCCHYIO  KOHIEHTPAIHIO
MaTpPUYHOTO KOMITOHEeHTa 50 mMr/mit.

Crnenyer mUpUHATE BO BHUMaHHE, 4YTO TIpu paboTe C pacTBOpaMHU
¢ conepkanueM repmanust 40-50 Mr/mMi BO3HHUKaeT psj OCloXKHeHWH. ['epmaHuii
MOCIIC Pa3IOKEHHs KUCIOTaMU HaXouTcs B pactBope B Buae GeCl,, koTopsril mpu
HOpMaJbHOM TeMIIepaType IUIOXO PACTBOPUM B COJNSHOM KHCIOTE, a B BOJIE
noaBepraercst ruaponusy [4]. Ilpu paborte ¢ pacTBOpaMu COACPKAIUMH TePMaHHHA
B KoHmeHTpamuu 40-50 Mr/mi 49acTo NPOWCXOAWIO IIOMYTHEHHE PacTBOPOB
W BBIAJAHUEC MENKHX YaCTHI[ B OCAJOK, YTO IPHUBOJWIO K 3aCOPCHHUIO
MHEBMAaTHYECKOTO pacmbutiTelis. [103TOMy KOHIGHTpalus TepMaHHs B pacTBOpe
Obuta BeIOpaHa Ha ypoBHe 30 mr/mi. Ilpu pabore ¢ KpeMHHEM U €r0 OKCHIAOM
MOJIOOHBIX SIBICHUH HE HAOJIONANIM, TI03TOMY BBIOpaIM KOHLEHTPALUIO KPEMHHS
B pactBope 50 mr/mi1. Ilpu aHanm3e AJsi HOCTPOSHHS TPaAyHPOBOYHBIX rPadhUKOB
UCIIOJIb30BANIN aJIeKBaTHBIE [0 MATPUYHOMY COCTaBY PacTBOPHI CPAaBHEHUSI.

HpaBI/IJ'ILHOCTL PE3yIbTaTOB aHajln3da MHOpoBEpAIM  METOJAOM «BBCACHO-
HaiineHoy». [Ipu mpoBepke METOAMKH aHain3a FepMaHus U ero OKCHIa Pe3yJbTaThl
«HaNIEHOY B Ipe/ieNiaX JOBEPHTEIHLHOTO HHTEPBAJIa YIOBJICTBOPUTEIFHO COBIANAIOT
C pe3ylbTaTaMU «BBEICHO» Ui 42 3JIEMEHTOB-TIPUMECEi, BHYTpHIabopaTopHas
MPENU3HOHHOCTS (S;) cocraBisier 2-20 %. Iyt KpeMHHS M €ro OKCHIA Pe3yJIbTaThl
«HaNIEHOY B IpeJieNiax JOBEPHTEIHLHOIO HHTEPBAJIa YIOBICTBOPUTEIFHO COBIAAIOT
C pe3ylbTaTaMU «BBEICHO» Ui 29 3JIEMEHTOB-TIPUMECE, BHYTpmiIabopaTtopHas
MIPEIM3HOHHOCTH COCTaBIsIeT 2-18 %.

Jliist otieHku npenesioB ooHapyxkenus npumeceit (Cpin) UCOIB30BaIH 3S KpH-
tepuii: Cpin = C,,, + 38, rie C,,, — KOHIIEHTPAIHSI aHAIUTA B KOHTPOJILHOM OTIBITE,
S — crangaptHoe otkiaonenue C, . Benmuuuny S onpenessuiu u3 10-12 moBTOpHBIX
I/I3MepeHHﬁ KOHIICHTpAM aHAJIMTOB B KOHTPOJIBHOM OIIBITE, KOTOpLIﬁ IIOJIHOCTBIO
MOBTOPSII MPOLEYPY MPOOOIOATOTOBKH M aHAIM3a C MCIIOJIb30BAaHUEM BBICOKOYH-
cTHIX quokcuaa repmanus (99,9996 % wmac.) u kpemuns (99,9996 % wmac.). Pe3yinb-
TaThl OLICHKH MPE/IeNIOB OOHApYKEHHUS MPEACTaBICHEI B Tabi. 1. 31ech U najee Bce
Ppe3ynbTaThl IPEACTABIICHBI B IepecyeTe Ha HABECKY TBEPAOil IPOOEL.

3akmrouenue. Paspaborannas wmHcTpymeHTanbHas MCII-ADC  meropmka
aHaM3a TepMaHusl M ero OKCHjAa I03BOJISIET OmnpeneisiTh 42 31eMeHTa-IpuMecH
(Ag, Al, As, Au, Ba, Be, Bi, Ca, Cd, Co, Cr, Cu, Fe, Ga, Hf, In, K, La, Li, Mg, Mn,
Mo, Na, Nb, Ni, P, Pb, Pd, Pt, Rb, Re, Sh, Se, Sn, Sr, Te, Ti, V, W, Y, Zn, Zr)
¢ mpenenamu obHapyxkermst 1:107-3:10* % wmac. 1 BHYTpHIaGOPAaTOPHON TpEI[H-
3MOHHOCTBIO 2-20 %. MeToanKa mMo3BOJIET ONPENeNIATh TEXHOJIOTHUECKH BaXKHbIC
npumecu repmanus Ag, As, Al, Bi, Cd, Cu, Fe, Ga, In, Li, P, Sh, Zn, o ne maer
uHbopmanmu o coaepxannu B u TI.
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Pazpaborannas unctpymenrtanbHas MCII-ADC Meronnka aHam3a KpEeMHUS
M ero OKCHIa TO3BOJISIET ompeneisth 29 anementos-npumeceii (Al, Ba, Be, Ca,
Cd, Cr, Cu, Fe, Hf, In, K, La, Li, Mg, Mn, Mo, Na, Nb, Ni, Pb, Pd, Pt, Sr, Ti, TI,
V, Y, Zn, Zr) ¢ npexenamu oGuapyxenns 8:10%-1-10* % mac. u BuyrpumaGopa-
TOPHOH MPEeU3HOHHOCTHIO 2-18 %. MeTonuka no3BosseT onpenessTh TEXHOIOTU-
4yecku BaxkHble npumecu kpemuus Al, Ca, Cu, Cr, Fe, Ti, V, Zn, Ho Kk coxaJeHHIO,
He mo3BojseT ompeaenate As, B, Co, P, Sb, Ni. Bpems BbimonHeHHs aHann3a
M0 METOIWKaM (AaBTOKIABHOE Pa3ioKeHHE, NPUTOTOBJICHHS KOHEYHBIX PACTBOPOB
U UX aHAlM3) COCTABISET OKOJIO 2,5 .

Tabnumal

IIpenenn! o6Hapy:xennsi npumeceii nucTpyMenTaabHbIx UCII-ADC MeToauk ananmu3a

Chin, %o Mac. Chin, %0 Mac.
eMenT MeToauka MeTtoauka JeMenT MeToauka MeToauka
anaausa Ge, anaJu3a Si, ananausa Ge, aHaJm3a Si,
GeO, SlOz GeO, SlOz

Ag 6:10° - Na 5-10° 2:10°
Al 4-10° 2:10° Nb 3-10° 1-10°
As 1-10* - Ni 4-10° 1-10°
Au 6:10° - P 5-10° -

Ba 7-10° 1-10° Pb 1-10° 4-10°
Be 1-107 1-107 Pd 8-10° 1-10°
Bi 3-10* - Pt 9-10° 1-10*
Ca 4-10° 1-10° Rb 2-10° -

Cd 2:10° 8:10° Re 6:10° -

Co 2-10° - Sh 1-10° -

Cr 1-10° 1-10° Se 3-10° -

Cu 3-10° 1:10° Sn 4-10° -

Fe 1-10° 2:10° Sr 1-107 2:107
Ga 1-10° - Te 2:10° -

Hf 5-10° 510° Ti 1-10° 2:10°

In 3-10° 1-10° TI - 4-10°

K 3-10° 1-10° V 1-10° 4-107
La 4-10° 2:10° W 1-10° -

Li 4-107 2:107 Y 2:107 810°
Mg 4-10° 2:10° Zn 2:10° 1-10°
Mn 6107 1-10° zr 1-10° 8107
Mo 6-10° 2:10°

Paspabotannsie Metonuku uHcTpyMeHTanpHOro MCII-ADC anamm3a kpewm-
HUSI, TEPMaHMS U X OKCHUJIOB II€JIECO00Pa3HO MCIIONB30BATh I aHATN3a KPEeMHUS
U TepMaHUs METAJTypTHYeCKOTr0 KadecTBa, MX OKCHIOB, IPOMU3BOACTBEHHON
mmxTel  9ucToTel  2N-4N. IIpemMymiecTBOM METOIWK SBISIETCS IPOCTOTA
OCYIIECTBJICHHS M IKCIIPECCHOCTh aHAIN3A.
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I'JIABA 4. PASPABOTKA UCII-A9C METOJIMK AHAJIM3A
C IPEABAPUTEJbHBIM KOHHEHTPUPOBAHUEM INTPUMECEN

Jns XapakTepu3aluy BBICOKOYHCTBIX KPEMHHMsI M repMaHust mMapku go 6N
TpeOyeTcsi CHU3UTH Npejeibl OOHApYKEHUs 3JIEMEHTOB-TIpUMEceH 10 YPOBHA
n'10° % wmac., IpUMEHss H3BECTHBIE CIIOCOOBI MPEIBAPHTEIHHOIO KOHIEHTPHPO-
BaHMs MHKPODJIEMEHTOB B coueraHuu ¢ BbIOOpoM ycnoBuit CII-ADC ananusa,
obecrieunBaronux 3pGEeKTHBHOE HCIIOJIb30BAHNE KOHLIEHTPATOB.

Pa3paGoTka MeTOOUMK aHAMM3a KpEeMHHs, TepMaHUsl M MX OKCHIOB
¢ MpeIBapUTEIbHBIM KOHUEHTPHUPOBAHHEM MpuUMecell Mocjae KHCJIOTHOIO
pactBopenusi. OmyOmukoBaHo Heckoibko MCIT-ADC Meromuk aHaimmsa TepMaHUs
u ero okcupa [5, 6] u kpemHust u ero okcuza [7, 8] B coueTaHUHU ¢ Pa3IUYHBIMU CIIOCO-
Oamu koHLEHTpHpoBaHus. OJHAKO B ATUX paboTax MPHHIMIHAIGHBIE BO3MOXKHOCTH
metoza CIT-ADC moiHOCTHIO He peann30BaHbl. Mbl PHUMEHIIA H3BECTHYIO Hauboiee
3 eKTUBHYIO TEXHUKY KOHIIGHTPHPOBAHHMS MPUMECEii NP aHaIM3e KPEeMHUS U repMa-
HUSI — PACTBOPEHUE B KUCIIOTAX € IOCICIAYIOIEH TEPMUYECKOM OTIOHKOM I€pMaHus B
BHUJIC €ro TeTPAXJIOPH/IA, KPEMHHS B BHZIE €T0 TeTpadTopHa, afallTHPOBaB €€ K METOLLY
HUCTI-ADC ¢ uenbio yCoBepIICHCTBOBATh M3BECTHBIE METOIMKHY aHamm3a [5-8] (paciuu-
PHTB CIIFICOK OTPEIeIIEMBIX AJIEMEHTOB-TIPUMECEH 1 CHU3UTH TIPECITBl O0OHAPYKEHIIA).

B rmaBe 4 mompobHO ommcansl Metommku MCII-ADC aHanm3a repMaHus
U ero OKCHIa, KpeMHHS W €r0 OKCHIA C IpeABAPUTEIHHBIM KOHICHTPUPOBAHUEM
MHUKpOIpUMECEH Mociie KUCIOTHOTO pa3nokeHus. s pacTtBopeHus mpo0 UCTIONb-
30BaJIM KHUCIIOTHI MapKu OC.Y. C JOIOJIHUTEIBHON OYMCTKOHN cy00oiinepHoi u-
CTUILTSAIIMEN C cojiepaHUEeM MpuMecell MeHee 10°-107 % wmac. PactBopenue
KPEMHHS, TePMaHUs U UX OKCHJOB ITPOXOAUT 110 PEaKIHSIM:

Ge + 4HNO; + 4HCI — GeCl, + 4NO, + 4H,0 1)
GeO, + 4HCI — GeCl, + 4H,0 )
3Si + 4HNO; + 12HF — 3SiF, + 4NO + 8H,0 ©)
Si0, + 4HF — SiF, + 4H,0 4)

[MponykThl pacTBOpeHHs] MPOO KPEeMHHS B CMECH a30THOM M IUIABUKOBOM
KUCJIOT COACPIKAT 3aMETHBIC KOJIMYECTBA OCHOBBI. HpI/I BbITIApUBAaHUU TaKUX pacTBO-
poB 1ocyxa oOpa3yeTcs OOBEMHUCTBIM O€Nblii OCTaTOK, COACPXKAIIUN KPEeMHHUH.
Cormnacto [9] 310 00BsICHSIETCS 06pa30BaHHEM KpeMHE(TOPHIAa AMMOHHSI TIO PEAKIHH:
4Sj + 18HF + 2HNO3 = 3S|F4 + (NH4)28|F6 + 6H20 (5)
IMpocTeiM criocoO0oM M30aBJICHUS OT OCTAaTKa SIBISIETCS TOOABJIEHHE K PAcTBOpPY HPH
BBINIAPUBAHUH HEOOJBIIOr0 00beMa cepHOi KucioThl [10], KOTOpBIA Mbl MPUMEHUIH
B pabore. buto 3ameueHo, uto ¢ nodasneHueM 0,1 M1 CepHOM KHCIIOTHI CofepKaHne
KpeMHHsI B KOHIIeHTpaTe cHu3mwioch B 10-100 pa3 u cocrasuo 0,1-0,01 % wmac.

KonnenTpupoBanue IpoBOIMIN B H30JIMPOBAHHOM OOKCE C MPUHYAUTEIBHON
BeHTWsIMed. [lonydeHHbIe mocie pasjioKEHHs HABECOK pacTBOPHI MOMEIIAn
B (PTOPOIIACTOBBIE YAIIKK C TOITYC(HEpHUIECKUM THOM U yHapHUBaJIM IIPH HarpeBa-
HUU 10 nHpaKpacHo! nammnol npu Temmeparype 80°C, mpu KOTOpOH, coriaacHo
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[11], GONBIIHUHCTBO AIIEMEHTOB-IIPUMECEN M3 PA3IMYHBIX KMUCIOTHBIX CPEJ OCTAET-
csl B KOHIICHTpATe.

Jis oBeImeHns 3QPEKTHBHOCTH UCTIONB30BaHMUA KOHIICHTPATa U CHIDKCHHUS
MPEJICIIOB OOHAPYKEHUs OBLIO MPEIOKEHO CHU3UTh CKOPOCTh BBEICHUS PACTBO-
POB B IUIa3My. DTO MO3BOJWIO CHU3UTh HEOOXOMUMEBIN Ui aHamu3a 00beM
pactBopa npo6st 110 2,0 mit.

KonunyecTBeHHOE coxpaHEeHHE Bcex 44 aHAUTOB B KOHIICHTpAaTe MO 00CUM
METOJIMKaM OBLIO MOJTBEPIKICHO SKCIICPUMEHTOM «BBEJICHO-HAWICHO» Ha YPOBHE
KOHIIEHTpAallMil BBEIEHHBIX MPUMECEH N- 10° un-107 % wmac. PesynbraTsl «Haiine-
HO» B TIpeneiax OBEPUTEIHHOTO HHTEPBala YIOBICTBOPUTEIHHO COBHANAIOT
C pe3yJbTaTaMH «BBEACHO» U BcexX 44 3IIeMEHTOB-TIpUMeceil B 00SHX METOIH-
Kax, 9TO CIYKHUT MOATBEPKICHHEM TPABIIIFHOCTH PE3yJIbTAaTOB aHAN3a. BHyTpH-
nmabopaTopHas IPe3HOHHOCTh cocTaBmia 5-15 %.

[Ipenensr 00HapyKEHUS METOAMK aHAJ3a TEPMAHUS B €r0 OKCHIA, KPEMHUS
1 €ro OKCuAa IMpejcTaBiieHbl B Tabm. 2. Ilocrme KOHLIEHTPUPOBaHHSA B pacTBOpe
repMaHUi WIH KPEMHHU copep)karcs B KOHieHTparuu <0,5 Mr/MiI U HE BHOCAT
U3MEHEHHH B CHeKTp, nodtomy aiast KXA BeiOpanu Hambolsiee YyBCTBHUTEIbHBIC
AQHAJTUTHYCCKHUE JIMHUM. BBIZCICHHBIC JKUPHBIM IIPU(TOM 3HAYCHUS MPEICIIOB

0OHApPY)KECHUSI OTPAHUYICHBI BEJTMYUHON KOHTPOJIBHOTO OIBITA.
Tabnumna?2
TIpenenn! ooHapy:xenunsi npumeceii UCII-ADC MeTOIUK € PpeIBapUTENbHBIM
KOHIIEHTPHPOBAHHEM IOCJI€ KHCIOTHOTO Pa3IoKeHHsl

Chmin, Yo Mac. Chin, Yo Mac.

) Mertoanka MeTtoauka Meroauka Mertoaunka

JIEMEHT N JeMeHT N

anaymsa Ge, anaJymsa Si, anaimsa Ge, anaymsa Si,
GeO, SIOz GeO, SIOz
Ag 2-107 2-107 Na 2:10° 6-10°
Al 7-107 5-10° Nb 2:107 2-107
As 9-10" 2-107 Ni 7-107 7-107
B 5-10° 1-10° P 2-10° 8-107
Ba 7-10° 2-107 Pb 3-10° 3-10°
Be 1-10° 1-10° Pd 9-10° 9-10°
Bi 8-10° 3-10° Pt 3107 3107
Ca 6:10° 2-10° Rb 2-10° 1-10°
Cd 3-10° 2:10° Re 7-107 5-107
Co 4-10° 3-10° Sh 1-10° 8107
Cr 3107 3-107 Se 5107 2:107
Cu 1-10° 5-107 Sn 2-107 1-107
Fe 1-10° 4-10° Sr 7-10° 7-10°
Ga 2-107 2:107 Ta 1-10° 4-107
Hf 2-107 1-107 Te 6107 3107
In 8107 8107 Ti 5-10° 7-10°
K 2-10° 6-10° TI 3107 3107
La 2-107 7-10° vV 1-107 7-10°
Li 4-10° 4-10° W 6107 2-107
Mg 6107 7-107 Y 3-10° 1-10°
Mn 1-107 9-10° Zn 9-107 8-107
Mo 2-10° 2-10° zr 1-107 1-107

ﬂpu,weltal-me: BBIJICJICHHBIC TIPECITBI 06Hapy>i<emm OrpaHU4CHBI BEJIMYMHOMN KOHTPOJIBHOT'O OIIbITA.
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3aknrodenue. YcoBepiieHCTBOBaHHbIe KomOnHupoBanHeie CIT-ADC meTo-
JVKY aHallM3a TEPMaHMs U €r0 OKCHIA M KPEMHHS U €ro OKCHAA C IPEIBAPUTENIb-
HBIM KOHIIEHTPHPOBAaHHEM NPHUMECEH MocIe KUCIOTHOTO Pa3JIOKEHUS MO3BOJISIOT
onpenensth 44 npumecHbix sementa (Ag, Al, As, B, Ba, Be, Bi, Ca, Cd, Co, Cr,
Cu, Fe, Ga, Hf, In, K, La, Li, Mg, Mn, Mo, Na, Nb, Ni, P, Pb, Pd, Pt, Rb, Re, Sb,
Se, Sn, Sr, Ta, Te, Ti , Tl, V, W, Y, Zn, Zr) ¢ mpeaeisamMu oOHapy>KEHUS
1:10%-8:10° % mac. u BHYTpUIa00paToOpHOI Mpeun3noHHOCThIO 5-15 %. MeTtoau-
KA pealn3yloTcsi Ha CTaHJapTHOM OOOPYAOBaHMM M MPOCTHl B HCHOJIHEHHU
U TIO3BOJISIIOT OIPEAENATh NPAKTUYECKH BCE TEXHOJOTMYECKH Ba)KHBIE NMPUMECH
B TepMaHMU ¥ KpeMHHIH. Bpems aHanmm3a 2-3 mpo6 u3 ABYX MapajuleIbHBIX HABECOK
HE TNIPEBBINIACT OAHY pabodyr0 cMeHy. METOOWKH IPEeBOCXOIAT pa3paboTaHHBIC
panee [5-8] mO KONMUYECTBY OINHOBPEMEHHO OMNpENeNsIeMBIX IpuMecen
1 ¥IX TIpeJieniaM OOHapy>KeHHS (B OTIEIBHBIX CIydJasix HIDKE Ha 1-2 Mopsiaka BETMIHHBI).

VYcosepuenctBoBanuble MeToauku MCII-ADC aHanuza KpeMHUs, TepMaHus
U HUX OKCHIOB HCIIOJB30BAJIU IPHU XapaKTCpU3alluh BbBICOKOYHCTOI'O KpPCMHUA
u repmanusi uuctotel 4N-6N. [IpeumyiiecTBOM METONUK SBISIETCS UX BBICOKAs
WH(OPMATHBHOCTE.

Metoarka aHaiM3a TePMaHUS U €r0 OKCHIAa YIOBIETBOPSET TpeOOBaHUAM
TV 48-4-545-90. [Ins ynomnersopenus tpeboanuii [[OCT 26239.0-84 caenyer
JI0paboTaTh METOAWKY aHallM3a KPEeMHHS M €T0 OKCHAA, & UMEHHO — CHU3HTH
npezenbl 00HapyKEeHHs HEKOTOPBIX paclpoCTpaHEHHBIX IIPUMECEH.

Pa3padoTka MeTOIMKHM aHAIM3a KPEeMHHS ¢ NMpeJBaAPUTeIbHBIM KOHIIEH-
TPUPOBaHUEM NpUMeceil B MUKPOBOJHOBON me4u. {51 UCKIIOYEHHST BO3MOX-
HOCTH BHECEHMS 3arpsi3HEHUH N3 PEaKTHBOB HCIIOJIB3YIOT IPEIBAPUTEIbHOE KOH-
LEHTPUPOBAHUE TIPUMeEcell MmyTeM napogasHOro BCKPHITHS 0Opa3loB M KOHIICH-
TPUPOBAHUS MHUKpOIPHMeECeil B CHCTEMax 3aKphITOrO0 M MpOTO4YHOro THma [12].
B sroM ciydae oOpasern; He KOHTakTHPYET HANPSMYI0 C pPacTBOPOM KHCIIOT,
a peakuusi MPOUCXOJUT MEXAY MOBEPXHOCThIO 00pas3lla M MapaMH KHUCIOT NpHU
MOBBILIEHHBIX Temrmepatypax. Hamu Obuta paspaborana meroaumka VCIT-ADC
aHaJM3a KPeMHUS ¢ mapo¢a3HbIM BCKPHITHEM M KOHLEHTPHUPOBAHUEM MHKPOIIPHU-
Mecell B aBTOKJIaBaX MUKPOBOJIHOBOH IIEUU.

[pensnoxeH cnocod napodasHoil OTTOHKM KPEeMHHS W KOHLEHTPUPOBAHUS
AQHAJUTOB C HWCIIONB30BAaHMEM CTaHAApPTHOW MUKPOBOJNHOBOH cuctemMsl MARS 5
n aBroknaBoB XP-1500 Plus, mis koTopbIx ObUTH pa3paboTaHbl M M3TOTOBJIEHBI
crenuanbHble BKIAbIIN. CxeMa BKIIA/IBIIIA B aBTOKJIABE TIPEJICTaBIeHa Ha puc. 4.
Bkitagpinn M3rotoBiieH U3 TOpoIIIacTa, KOTOPBIH YCTOMYMB K PEeakIMOHHON cpere,
BhIZIepkHBaeT Temreparypsl 10 200°C, ruapodoOeH 1 JIeTKO OYHMIIASTCS KUISTYCHH-
eMm B cvmecu HCl m HNOj; KoHcTpykuust BKiIagpllia IO3BOJISIET IOMEIIATH
B aBTOKJIAB M OJHOBPEMEHHO MPOBOJHUTH HPOOOMOJATrOTOBKY 3-X HABECOK C MOCTa-
HOBKOI KOHTPOJIFHOTO OIBITa M HCIIONF30BaTh INTATHBIE JATYMKH TEMIEpaTypHI
1 IaBJICHUS] MUKPOBOJIHOBOM I1€4YH, YTO €T BO3MOXKHOCTP 33JaBaTh M KOHTPOJIUPO-
BaTh MapaMeTpsl Mapoa3sHOro PazIoKeHIS M KOHIEHTPUPOBAHNS MUKPOIIPUMECEH.
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O06paboTKy Mpod B MUKPOBOJIHOBOU TeUX MPOBOAMIIN Mpu MomHocTH 400 BT
B Tpu ctagnu: 1 cragus — HarpeBanue 10 100°C B reuenne 10 MUH U BBIACPKHBA-
aue 30 muH, 2 cTagus — HarpeBanue 10 160°C B Teuenue 20 MUH U BBIICPKUBAHNE
60 muH, 3 ctanus — HarpeBanue 10 180°C B Teuenue 10 MuH u BeinepxkuBanue 30
MmuH. [TogoOpaHHas mporpaMmMa TPEXCTYIIEHYATOr0 HarpeBa MO3BOJISCT HA MEPBO
CTaJuu MPEIOTBPATUTh OYpHOE MNPOTCKAHHE 3K30TCPMHYCCKON peaknuu (3T0
MOJXET MPHUBECTU K MOTEPSIM MHKPOIPHUMECEH M pa3pyIICHHIO aBTOKJIABA), a Ha
BTOPOW U TPEThEH CTAJINU YBEIMIUTH CKOPOCTh OTTOHKH TETPadTOPHUIA KPEMHHS.

1
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Puc. 4. Cxema aBTOKJIaBa C BKJIA IBIIIEM TS Tapo(ha3HOro BCKPBITHS M KOHICHTPHUPOBAHHS IIPOO:
1 — natumk TemnepaTypsl; 2 — KPBIIIKA aBTOKJIABA C BBIXOJOM IS JaTYNKA TaBICHNUS; 3 — aBTOK/IAB
XP-1500 Plus; 4 — yrany6nenue ¢ npo0oit (KOHTPOIBHBIM OIBITOM); 5 — (PTOPOILIACTOBBIN BKIIA/IBIII;

6 — moxcraBka [uIs BKiapia; 7 — cmeck pearentoB (HF n HNOs)

CoxpaHeHHe aHAINTOB B KOHIEHTpare M MPAaBUILHOCTh Ppe3yJbTaTOB
UCTI-ADC ananuza no METOAMKE NMPOBEPSIN CPaBHEHUEM PE3YJIHTATOB aHAIM3a
oOpasiia KpeMHHS ¢ BBEJCHHBIMH NPUMECSIMU BBITIOJIHEHHBIX 110 METOJMKE C KOH-
LEHTPUPOBAHUEM MHKpOIIpUMeECei Imocie XUAKO(PA3ZHOTO Pas3IokKeHHs 00pa3IoB
1 1apo(a3HOM Pa3JI0KEHHH B MUKPOBOJIIHOBOM TT€YH.

Pe3ynbraThl MOKa3bIBalOT, YTO B BHIOPAHHBIX HAMH ycioBHAX 30 aHAINTOB
(Ag, Al, Be, Bi, Ca, Cd, Co, Cr, Cu, Fe, Ga, Hf, In, K, Li, Mn, Mo, Na, Nb, Ni, P,
Rb, Sb, Sn, Sr, Ta, V, W, Zn, Zr) KOJINYECTBEHHO COXPAHSIOTCS B KOHIIEHTpATE,
BHyTpHiabopatopHas nperusnoHHocts cocraBuna 2-30 %. 14 npumeceii: As, B,
Ba, La, Mg, Pb, Pd, Pt, Re, Se, Te, Ti, Tl, Y Gbuin HCKIFOUEHBI M3 CIMCKA ONPEJIE-
JSIEMBIX W3-38 HECTAOWIIBHBIX (Yalle BCEro 3aHMKEHHBIX) PEe3yJIbTATOB aHAH3A.
Bompoc o npuyrHax TaKoro MOBEACHHs ATHX pUMeceil TpeOyeT AOMOIHUTENbHBIX
HCCIIEJOBAaHUH M TIOKA OCTAETCSl OTKPBITBHIM.

PesynbraThl OLIEHKM Tpe/esioB OOHApYKeHHsl IpeAcTaBleHbl B Tabi. 3
U COTIOCTABIICHBI C NpeAeaaMu 0OHapyKEHHUs, TTOJydEeHHBIMH TI0 YCOBEPIICHCTBO-
BaHHOW METOJMKE aHaJlM3a KPEMHHUS M €ro OKCHJA C MPEeABAPUTEILHBIM KOHICH-
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TPUPOBAHUEM IIOCIE KHCIIOTHOTO pas3iokeHus. JId BBIAGNCHHBIX NpHUMecel
npenesnsl 00HapyKeHHs: ObUIH OrpaHUYCHBI KOHTPOJIBHBIM OITBITOM.

W3 tabn. 3 BugHO, 4TO B pa3pabOTaHHON METOAMKE C MPeaBapUTEIFHBIM KOH-
LEHTPUPOBAHUEM B MMKPOBOJHOBOH MEYM Npenesbl OOHApy>KEHUS CHHKEHBI
B 1,5-10 pa3 1o cpaBHEHHIO C MOIYYEHHBIMH 10 YCOBEPLIEHCTBOBAHHON METOMKE
s npumeceit: Ca, Cr, Fe, K, Mn, Mo, Na, Ni, Rb, Sh, Sr, Zn. Yaanoce canzuts
npeaensl ooHapyxeHus mo Ca n Fe — TeXHONIOrnyeckn BasKHBIM 3JeMEHTaM, BXO-
msuM B nepederb Hopmupyembix [OCT 26239.0-84. Kak u mpeamonaraiocs,
npu napoa3HOM BCKPBITHHM HAOJIONACTCSl CHW)KEHHE IPEAEIoB OOHapyKEHHs

JUISL pacipOCTPAHEHHBIX PUMECEH.
Tabnuma3l
Ipenenni oonapy:xenust npumeceii UCIT-ADC MeToank aHAIN3a KpeMHUS
M €ro OKCH/IA C MPeIBaPUTEILHBIM KOHIIEHTPHPOBAaHHEM

JjIeMeHT % mac. Jj1eMeHT % mac.
C:min(:l-) Cmin(z) Cmin(l) Cmin(z)
Ag 2:107 2:107 Na 6-10° 4-10°
Al 5-10° 5-10° Nb 2-107 2-107
As 2-107 - Ni 7-107 3-107
B 1-10° - P 8-107 8-107
Ba 2-107 - Pb 3-10° -
Be 1-10° 1-10° Pd 9-10° -
Bi 3-10° 3-10° Pt 3-107 -
Ca 2-10° 4-10° Rb 1-10° 7-107
Cd 2-10° 2-10® Re 5-107 -
Co 3-10° 3-10® Sh 8-107 5-107
Cr 3-107 2-10° Se 2-107 -
Cu 5-107 5-107 Sn 1-107 1-107
Fe 4-10° 2-10° Sr 7-10° 6-10°
Ga 2-107 2-107 Ta 4107 4-107
Hf 1-107 1-107 Te 3-107 -
In 8-107 8-10” Ti 7-10° -
K 6-10° 4-10° Tl 3-107 -
La 7-10° - vV 7-10° 7-10°
Li 4-108 4-10° W 2-107 2-107
Mg 7-107 - Y 1-10° -
Mn 9-10° 8-10° Zn 8-107 6-10°
Mo 2-10° 1-107 Zr 1-107 1-107

IIpumeuanue: npenen OOHAPYKSHHS IO BBIACICHHBIM IPUMECSIM B METOJIVKE C HpeaBapHTEIbHBIM
KOHLIEHTPUPOBAHHUEM I10CIJIE KMCIIOTHOTO Pa3JIOKEHUsI OrPaHUYEH BEMYNHON KOHTPOJIBHOTO OIBITA;

(1) — MerouKa aHaNTM3a KPEMHHS U €r0 OKCHAA C IPEABAPHTEIbHBIM KOHIIEHTPUPOBAHUEM MIPHMECEi
OCJIE KMCIOTHOTO PA3JIOKEHNUS;

(2) — Meromuka ananmM3a KPEMHHS C TPEABAPUTEIbHBIM KOHICHTPUPOBAHHEM MPHMECEH B MHKPOBOII-
HOBOI1 Meun.

3aknaouenne. MeTo/MKa aHAIN3a KPEMHUS C TIPEIBAPUTEIBHBIM KOHIIEHTPH-

pOBaHKEM MpUMeceil B MUKPOBOJIHOBO# Meuu mo3BosisieT onpenenste 30 npumec-

ueix anmementoB (Ag, Al, Be, Bi, Ca, Cd, Co, Cr, Cu, Fe, Ga, Hf, In, K, Li, Mn,

Mo, Na, Nb, Ni, P, Rb, Sbh, Sn, Sr, Ta, V, W, Zn, Zr) ¢ npenenamu oOHapyKeHHs
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1-10%-5:10° % wmac. w BmyTpmiaGopaTopHOii mpemmsHOHHOCTBIO  2-30 %.
DTa METOMKA MO3BOJISIET ONPENEIATh TEXHOIOTHUeCKH Baxkubie nmpumecu Al, Ca,
Co, Cu, Cr, Fe, P, Sh, Ni, V, Zn u peanusyercs Ha KOMMEPYECKHA TOCTYITHOM
obopymoBaHuM, BpeMsl aHaimu3a 1-ii mpoObl M3 TpeX MapaUIeIbHBIX HAaBECOK
He TpeBbImaeT 6 4. MeTouKa PeKOMEHIOBaHA K HCIOIB30BAHUIO TIPH XapaKTepH-
3aI[MH OJTYIPOBOIHUKOBOTO KPEMHHUS Kilacca YMCTOThI 10 6N7, e€ mpeuMyIiiecTBoM
SIBJISIFOTCSL HU3KHE TIPEENbl OOHAPYIKEHHUS [0 PACTIPOCTPAHEHHBIM TIPHMECSM.

BbIBO/IbI

1. M3ydeHsl W3MCHEHWS AHAINTHYECKUX CHUTHAJIOB 3JIEMEHTOB-TIpUMECEi
B TPUCYTCTBHH MATPHUYHBIX KOMIIOHEHTOB TMPOOBI (KpeMHHUS, TepMaHHA).
C yd4eroM MaTpUYHBIX BJIWSHHUN BBIOpaHBl AHATUTHYECKHE IHHUHM IIpUMEcer
1 KOHLICHTPAINS OCHOBHBIX KOMIIOHEHTOB B pacTBope: repmanust 30 Mr/mi, Kpem-
Hus 50 mr/mi. Paspabotansr uactpymentanbsabie UCII-ADC MeTonmky aHamu3a
KpEMHHS, TepMaHUs U UX OKCHAOB, MO3BOJSIOIINE OJHOBPEMEHHO OIpEIeIATh
1o 42 snementon (Ag, Al, As, Au, Ba, Be, Bi, Ca, Cd, Co, Cr, Cu, Fe, Ga, Hf, In,
K, La, Li, Mg, Mn, Mo, Na, Nb, Ni, P, Pb, Pd, Pt, Rb, Re, Sh, Se, Sn, Sr, Te, Ti,
V, W, Y, Zn, Zr B repmanuu u ero okcuze; Al, Ba, Be, Ca, Cd, Cr, Cu, Fe, Hf, In,
K, La, Li, Mg, Mn, Mo, Na, Nb, Ni, Pb, Pd, Pt, Sr, Ti, Tl, V, Y, Zn, Zr B xpem-
HUH U €r0 OKCHJE) C mpeeaMu oOHapyKeHus 8- 10%-3-10* % mac. u BHyTpUJIa-
GopatopHOi npenn3noHHOCTBIO 2-20 %. IIpenMmyInecTBOM METOIUK SBIISCTCS
MIPOCTOTA M SKCIIPECCHOCTh aHaIN3a, X PEKOMEHIyeTCs NCIIONIb30BaTh JUI XapaK-
TEepHU3aUU KPEMHI, TePMaHUs 1 UX OKCHI0B YHCTOTHl 2N-4N.

2. Jns noseimenus uvyBctBuTeNbHOCTH WCII-ADC anHanmm3a mpeioKeHO
UCIIONIb30BaTh IPEABAPUTENILHOE KOHLIEHTPUPOBAHUE MHUKPOIPHMECEH ITyTeM
OTTOHKM OCHOBHOI'O KOMIOHEHTa B BHJE JIETydero TerparanoreHuaa. Ilokasana
s¢pdextuBHOCTS 100aBneHus 0,1 M1 CepHOI KHUCIOTHI B MIPOIECCE OTTOHKU KPEM-
HUSL B Buzie ero terpadropuaa. ONTUMH3NpPOBaHA CTENEHb pa30aBiIeHHs KOHIICH-
TPaTOB MUKpPONPUMECEH 1 ckopocTh mojauu pactBopoB B VICII u BEIOpaHb! aHamu-
THUYECKHE JIMHUHM OIpPEAEIIeMBIX 3JEMEHTOB-IpUMEcei. Y COBEpIIEHCTBOBAHHbIE
komOnHupoBanHeie VCII-ADC  MeToAaWkM aHamW3a KpPEMHHS, TepMaHHUs
U UX OKCHJIOB C INPEJBAPUTENILHBIM KOHIIGHTPUPOBAHHEM MHKPOIPUMECEH Imocie
KHCJIOTHOTO Pas3IOKeHUs! MO3BOJISIOT onpenenath 44 snemenra: Ag, Al, As, B, Ba,
Be, Bi, Ca, Cd, Co, Cr, Cu, Fe, Ga, Hf, In, K, La, Li, Mg, Mn, Mo, Na, Nb, Ni,
P, Pb, Pd, Pt, Rb, Re, Sh, Se, Sn, Sr, Ta, Te, Ti, Tl, V, W, Y, Zn, Zr ¢ npezena-
Mu obHapyxkenns 1-10°-8-10° % wmac. u BHyTpHIa6OPAaTOPHOIl MPEIU3HOHHO-
cthio 5-15 %. [IpenmyIecTBOM METOIVK SIBJISIETCSI MX BBICOKAs HH(POPMATUBHOCTh
U UX PEKOMEHAYETCSl MCIOJIb30BATh Ul XapaKTepU3alud KPEeMHHsS W TepMaHus
grctoThl 4N-6N.
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3. [IpennoxeH crnocod mapodazHOro OTAEICHHS OCHOBBI B MHKPOBOJHOBOM
NIeYH, MO3BOJSIONMHA CHU3UTH MpeAeNbl OOHAPYKEHHS IJISI paclpoCTpaHEHHBIX
3JIEMEHTOB-TIPUMECEN MMyTEM HMCKIIIOUEHUS 3arps3HEHUN M3 peakTHBOB. M3roTos-
JIeH BKJQABIIN A AaBTOKIAaBa MHUKPOBOJIHOBOM MeuYM, KOTOPBIM MO3BOJISIET
OJIHOBPEMEHHO IPOBOJMTh KOHIEHTPUPOBAHHUE MHKponpumeced 3-x mpol
C MOCTaHOBKOI KOHTPOJIGHOTO OIBITA, 3a/1aBaTh U KOHTPOJIUPOBATh TEMIEpaTypy
U JaBieHue npouecca. [TonoOpana TemmneparypHasi IporpaMMa TpeXCTYIIEHIaToro
HarpeBa, oOecreunBaronas MoJHOTY OTTOHKHM KpeMHus. Paspaborana MCII-ADC
METOJIMKAa aHalInu3a KPeMHHs C IIPEJBAPUTENBHBIM KOHIEHTPUPOBAHHEM MHKPO-
IpuMecel B MHKPOBOJHOBOH II€4M, MO3BoJustromias ompenensts 30 371eMeHTOB
(Ag, Al, Be, Bi, Ca, Cd, Co, Cr, Cu, Fe, Ga, Hf, In, K ,Li, Mn, Mo, Na, Nb, Ni, P,
Rb, Sb, Sn, Sr, Ta, V, W, Zn, Zr) ¢ npeaenamu obrapyxenus 1-10°-5-10° % mac.
u BHyTpmiabopaTtopHoil npennsnoHHOCTEIO 2-30 %. [IpenmyinecTBoM METOAMKH
SIBIISIFOTCS. HU3KWE IIPEAENbl OOHAapyXKEHHs Ul paclHpOCTpaHEHHBIX IpHMecer
n e€ pPEKOMEHIyeTCs HCIONIb30BaTh MJIsI aHajdu3a BBICOKOYHCTOTO KPEMHUS
qucTOTHI 10 6N7.

4. Metomuku anpoOMpOBaHbl HAa MPUMEpax aHalIn3a KPEeMHHS M TepMaHUsA
Pa3IMYHOTO Ha3HAYCHUS W CTENEHU YHCTOTHI M HCIIOIB3YIOTCA B AHAINTHICCKOH
nmabopatopun MHX CO PAH i KOHTpONs KadecTBa XHMHYECKOTO COCTaBa
MIPOXYKIUH PA3INYHBIX MPEAPUITHH-TIPOM3BOAUTENCH BHICOKOUHCTOTO KPEMHHSL.
C ux momMompio o0ecreunBaeTcsi aHATUTHYECKHH KOHTPOJIb KauecTBa JUOKCHA
repMaHus, UCIIOJIb3YEeMOr0 B Ka4eCTBE NPEKypcopa B CUHTE3€ CLUUHTHIUIAIUOHHBIX
KpHUCTaJJIOB TepMaHaTa BUCMYTA.

3AKJIIOYEHHUE

Pazpaboran kommiekc MCII-ADC meronuk aHanu3a KpPEeMHUS, T€pMaHUSA
U MX OKCHJIOB pa3nuyHoii creneHn 4ucToThl oT 2N 10 6N7. MeToanku mo3BosioT
MaKCHMaJIbHO 3(()EKTUBHO MCIOJB30BATh aHAIUTUYECKHE BO3MOXKHOCTH METO/a
UCII-ADC u pa3nuuHbBIe TEXHUKH TPOOOIIOATOTOBKH, YTO 00ECIIEYNBACT MOTyde-
HHUE HanOoJree MOJTHOM NHPOPMAINHU O IPUMECHOM COCTABE HCCIICAYEMBIX MaTepH-
anoB. [IpenMymiecTBOM HMHCTPYMEHTAJBHBIX (IPSIMBIX) METOAMK SIBIISICTCS JKC-
MIPECCHOCTH M MPOCTOTA OCYIIECTBICHUS, METOAUK C KOHIICHTPUPOBAHHEM IIpHMeE-
ceil Tociie KUCIOTHOTO PasjokKeHHss — MH()OPMATUBHOCTh 10 KOJIMYECTBY OJHO-
BPEMEHHO ONpeAeNsieMbIX NMpHUMecei, a MpenIoKeHHass METOANKA aHaJIN3a BBICO-
KOYHCTOTO KPEeMHHUS ¢ TTapo(a3HbIM BCKPBITHEM M OTTOHKOM OCHOBBI B aBTOKJIaBaX
MHKPOBOJIHOBOI TMeun o0ecreynBaeT HU3KHH yPOBEHb KOHTPOJIBHOTO OITBITA
10 PacIpOCTPaHEHHBIM HIIEMEHTaM-TIPIMECSIM.

B npunosxxeHuu k AuccepTanuy MIpUBEAEHBI IPOTOKOIBI PE3yNbTaTOB aHAIN3A
KPEMHHSI U T€pMaHUsl Pa3lIMIHON CTENEHM YUCTOTHl U HAa3HAYEHUS OT Pa3IHUHBIX
npousBogutenei: OO0 «['enmoc», OO0 «ConHeunblilt ropogy, OI'VII «I'XKy,
®I'bOY BIIO HU TITV.
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