TETPOJIOTHS, 2023, mom 31, Ne 5, ¢. 570—574

YIK 550.4.02

MUKPO30HIOBBIN AHAJIN3 TUTAHA B IIMPKOHE:
OILIEHKA BTOPUYHOH ®JIIOOPECLHEHIINU

© 2023 r.

A. A. Bopucos* *, C. E. Bopucosckuii’, A. H. Konuisikopa® *

¢ Uncmumym 2eono2uu pyoHvix mecmopoxcoenuil, nempoepaguu, murepanrozuu u eeoxumuu PAH, Mockea, Poccus
b Wnemumym eeoxumuu u anasumuneckoii xumuu um. B.H. Bepnadcxoeo PAH, Mockea, Poccus
*e-mail: aborisov@igem.ru

IMocrynuia B pegakmio 03.11.2022 1.
ITocne nopa6otku 01.02.2023 1.
I[Mpunsra x nyomukanmu 20.02.2023 1.

ITpoBeneHO MUKPO30HIOBOE UCCIIENOBAHUE BIUSIHUS BTOPUYHOM (DIIIOOPECIIEHIIMU OT BBICOKOTUTAHUCTO-
ro crekia (TiO, = 16 Mac. %) Ha Kaxylueecs conepXaHre TUTaHa B COCENICTBYIOIIEM LIUPKOHE 6e3 TUTaHa.
ITokazaHo, 4To MenKue KpucTauibl (<10 MKM) HEIPUIOMHBI ISI aHaIM3a. B KpaeBbIX 4acTsIX KPYITHBIX
(20—30 MKM) KpUCTAJJIOB LIMPKOHA OLIMOKU B ONpeAeeHUH UCTUHHOTO conepxaHus TiO, 3a cuet BTO-
PUYHOI (PIIOOPECLIEHLIMU OT OKPYXKaroIlero crekia mocturaior 10—23%. OnmHako B LEHTPaTbHBIX 4aCTIX
GOJIBIIINX KPUCTAJLUIOB LIMPKOHA (>30 MKM) MMKPO30HIOBBIM aHAIN3 AaeT MPaKTUIeCKN HEUCKaKeHHbIe

CoOCp2KaHUsA TUTaHa.
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BBEIAEHME

DJIEKTPOHHBI MUKPO30HA — MOIIHBIA WHCTPY-
MEHT aHa/iu3a, TMO3BOJISIIOIIMI OIpenesiTh B MpU-
DPOIHBIX U DKCIIEPUMEHTAIbHBIX 00pa3liax coaepxa-
HY€ TETPOT€HHBIX, @ P BBICOKOM 3HAYEHUU TOKa
(200—500 HA u BbIIE) U OOJBILIOH 3KCHO3ULIUUA
(100—200 ¢ u BhIIIIE) — 1 MaJIBbIX KOMITOHEHTOB (Bori-
sov et al., 2008; Batanova et al., 2015). OnHako, KaK n
JIIOOOM MeTOoA, MUKPO30OHIOBBIN aHAJIM3 HE MCKJITIO-
yaeT HEKOTOPBIX MpodJieM, 3aTPYIHSIIONIUX €ro py-
TUHHOE MpUMeHeHue. B yacTHOCTU, BTOpUYHAS
daoopecieHIIMsT OT KOMIIOHEHTOB, COAECPXKaIIMXCS
B OOJIBIIMX KOJWYECTBaX B COCEACTBYIOIIMX (hasax,
MOXET CYyIIIECTBEHHO MCKaXaTh COAEPKaHUE JAHHBIX
KOMITOHEHTOB B (pa3zax O€AHBIX 3TUM KOMITOHEHTOM.
Hawubonee spkuii mpuMep — pooOJIEMEBI C oIpencse-
HueMm Ca B KpUCTajljiax OJMBUHA, OKPY>KEHHBIX BbI-
COKOKaJIBIIMEBLIM CTEKJIOM (Hampumep, Watson,
1979). B HenaBHeii pabote (Gavrilenko et al., 2022)
MPEMJIOKEH WHTEPECHBIA METOA IS KOJIWYECTBEH-
HOIi OLIEHKU BTOPUYHOM toopecieHIuu. bbuin
BHEJIPEHbl KPUCTAJIbI OJIMBUHA C U3BECTHBIM COJEP-
xanueM Al, Ca u Ti B 6a3a1bTOBOE CTEKIIO, 3aTEM M3-
MEPEHO Kadxcyujeecss COAepKaHUE 3TUX DIIEMEHTOB B
ojvBUHe. bbU1o MoKa3aHO, YTO BTOpUYHasl (JII0O-
pECLIeHIIMSI OT OKPYXAalOIIero CTeKJa CYIIeCTBEHHO
3aBbllaeT cogepkaHus Ca u Ti naxe B LIeHTpe 0O0Jb-
mx (1o 100 MKM) KpMCTaJUIOB OJIMBUHA.

Ha ocHOBaHUM 5SKCIIEpUMEHTOB IIPEUMYIIE-
CTBEHHO IT0 PAaBHOBECUIO LIMPKOH—PYTHUI—KBapIl

OBLI MPEIJIOKEH Ire0OTEPMOMETP, CBSI3bIBAIOIIMIL CO-
Jep>XXaHue TUTaHa B HUPKOHE JAaHHOI acCOLMalliu C
Temriepatypoii. Ilo3gHee OBUIO NPEMIOKEHO WC-
II0/Ib30BaTh 3TOT IeOTEPMOMETP IS OIpEeae/ICHUS
TeMIIepaTyphbl KPUCTA/UIM3allMy LIUPKOHA U3 CUJIU-
kaTHbix pacmiaBoB (Ferry, Watson, 2007). OgHako
MIPUMEHHUMOCTh TEPMOMETPA K BBICOKOTEMIIEpaTyp-
HBIM CHCTeMaM TpeOyeT JOIOJHUTEIbHON SKCIIepr-
MEHTaJIbHOM MpoBepKU. I1pn KaandpoBKe reoTepMo-
MeTpa MCIIOJIb30BaJIu Ja3depHylo adisiuio (Watson
et al., 2006). [1penBaputenbHblii aHaau3 Ti B LIUPKO-
HaX, PaBHOBECHBIX C BBICOKOTUTAHUCTBIM pacrijia-
BOM 13 paboTkhl (Borisov, Aranovich, 2019), mokasain,
YTO TIPM BBICOKMX TeMIleparypax comepxanue TiO,
npeBbimaer 0.2 mac. % 1 MOXeT ObITh U3MEPEHO Ha
MUMKPO3O0H/IE C JOCTATOYHOU TOUHOCTBIO.

Llenbio HacTosIIIIEi pabOTHI ABJISIETCS IPOBEPKaA, B
KaKoif cTeTieH! BTOpUIHAs (DIIOOPECIIEHITNS OT BBI-
COKOTUTAHUCTOTO CTEKJIa MOKET UCKaXkaTb U3Mepsie-
Moe HU3Koe comepkaHue Ti B IUpKOHaX.

METOOIMNKA SKCITEPUMEHTOB

JIas1 TIpoBEepKM BO3MOXHBIX ITPOOJIEM C M3Mepe-
HMeM Ti B LIUPKOHE MBI HCHOJb30BaIU TMOOXO/,
npeninoxeHHblil B (Gavrilenko et al., 2022) nist onu-
BMHa. B HamreMm cirydae KpucTajiibl 3aBEIOMO OECTH-
TaHUCTOrO IMPKOHA ObLIM BHEAPEHHI B BLICOKOTUTA-
HUCTOE CTEKJIO. DKCIIEPUMEHTHI OBLIM BBIIIOJIHEHBI
METOJIOM TIeTJIM Ha BO3yXe B BEPTUKAIILHOM TpyOUa-
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toit neun B TEOXU PAH (Mocksa). Temneparypa B
paboueii 30He TIeUU OIpeaessyiach C TIOMOIIbIO Tep-
Morapsl Tuna TITP, kanubpoBaHHOI 11O TOUKE TIJIaB-
nenus yucroro Au (1064°C) u Ni (1453°C). Ilo-
IPEILIHOCTD B ONpPeAeIeHU U TeMIIEpaTypbl HE TIPEBbI-
maet +2°C.

B kauecTBe OCHOBHI [JIs CTeKJa BBIOpaH COCTaB
9BTEKTUKU B cucTeMe (hopCTEPUT—aHOPTUT—KPEM-
He3eM, JOIMOJIHUTENbLHO oboratieHHbIi TiO,. Konu-
yecTBO A006aBiaeHHOro TiO, He MpeBbIIAIo YPOBEHD,
MpU KOTOPOM JAHHBII pacrjaB HAaCBIIIEH PYTUJIOM
npu remmeparype 1400°C B COOTBETCTBUHU C MOJEITBIO
(Borisov, Aranovich, 2020). Janee coctaB ObLI 060Tra-
1ieH cMecbio Zr0,-Si0, (Mo cTeXnoMeTpun COOTBET-
CTByIOIIe ILMpKoHYy). KomudectBo mo0aBIIEHHOTO
LIMPKOHA COOTBETCTBOBAJIO €r0 pacuyeTHOM pacTBO-
pPUMOCTHM B JaHHOM pacIlUiaBe TIpu TeMIleparype
1450°C B COOTBETCTBUM C MOJIEJIbIO 13 paboThl (Bor-
isov, Aranovich, 2019). JlaHHEBII cocTaB ObLT BEIIEP-
>kaH Bble JukBuayca (mpu 1500°C) B TeueHue 30 MUH,
3aKaJIeHHOE CTEKJIO Pa3apo0IeHO U UCTEPTO B CTYII-
ke. [TonydyeHHbIN MOPOLIOK ObL MCITOJAb30BaH IS
MPUTOTOBJIEHUSI Tpex oOpa3loB Ha Pt meTisax mua-
MmeTpoM 3 MM. B Kaxkmerii oOpa3zels ObIJIo JOOABIEHO 10
MsATU OoJiee-MeHee MU30METPUUYHBIX OCKOJKOB KpU-
CcTaJuI0B HUpKoHa (Tpyoka Mup) pazmepom ot 0.2 1o
0.5 mm. U3BecTHO, uTO conepkaHue Ti B 3TUX IMPKO-
Hax He npesbinaeT 30 ppm (IToHomapenko, 1979),
T.e. He Bbiie 0.005 mac. % TiO,.

OnuH 13 06paslioB BblIepXKaH B I1eYU MPU pacyeT-
Holi paBHOBecHoi1 Temmneparype 1450°C B teueHue 10
MuHyT. HamomMHuMm, omHako, yto mozneib (Borisov,
Aranovich, 2019) naeT BO3MOXHYIO OIIIMOKY B OIpe-
JleJIeHU paBHOBECHOI TeMmeparyphbl 1Jis 3aJaHHO
KOHIIeHTpauuu Zr B pacruiaBe, paBHyto 50°C. Eciu
peajbHas paBHOBECHas TeMIlepaTypa ISl Halllero
cocTaBa okaxeTtcs Boire 1450°C, To B ombITe IIpU
1450°C MBI MOXXeM OKMIATh KPUCTAIM3ALINIO HEKO-
TOPOTO KOJIMYECTBA LIUPKOHA, CKOpEEe BCEro, Mo rpa-
HSM yXe UMelolIuxcsl KpuctauioB. Ecnu peajibHas
paBHOBeCHasl TeMrieparypa JiJIsl Halllero cocTaBa OKa-
xetcs Hrke 1450°C, To B onbiTe ripu 1450°C MbI MOXEM
OXMIIaTh PACTBOPEHUS YaCTU LIMPKOHA C BO3MOXHBIM
00pa3oBaHVeM MOrPaHUYHOTO CJI0S MAJIOTUTAHUCTOTO
pacruiaBa. YToObl TOBBICUTH BEPOSITHOCTh YETKOI
rpaHulbl BBICOKOTUTAHUCTOE CTEKJIO/OEeCTUTaAHU-
CTBIil LIMPKOH, Mbl MPOBEJIX JBa JOIMOJHUTEIbHBIX
omnbITax Mpu TeMmrepatypax Ha 20°C Beime u 20°C
HUXe pacdyeTHoi (T.e. mpu 1470 u 1430°C, cooTBeT-
CTBEHHO), o0a B TeueHue 10 munyT. Mcrionb3ys maH-
Hble (Bloch et al., 2022) o nuddy3uu TMTaHa B LIUP-
KOHE, Mbl OLIEHWJIM, YTO TPU ITON BbIAEPKKE BO3-
MOXHO€ oforaileHue LMpPKOHAa TUTAaHOM U3
pacriaBa ripeHeopexkumMo maio. [Tocie 3akanku 06-
pasibl 3aJIMBaIM B IIAIIKHY, TTOJMPOBAIU U HAMbUISI-
JIU CJI0eM yrjiepoja ToiiuHoi 20 HM 11s1 obecnieye-
HUS JIEKTPOTIPOBOANMOCTH.
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BropuuHas ¢iroopecueHIsI TUTaHa Ha KOHTaK-
T€ IMPKOH—CTEKIIO, COCTaBhbl CTEKOJI U COACPKAHNE
Ti B McxomHBIX LIMpKOHAX ObIMM M3ydeHsl B UTEM
PAH Ha 371eKTpOHHO-30HI0BOM MUKpOaHaIU3aTope
JXA-8200 cdupmer JEOL (MockBa). AHaau3 ocy-
LLIECTBJISIICA MPU yCKopsitollleM HanpsikeHuu 20 kB,
ToKe 30HAa Ha mumHape Mapanes 300 HA mIst nup-
KOHOB 1 50 HA mrs ctekon. JluameTp 30HAA 1 MKM.
N3mepenue Zr B CTEKJIaX OCYILISCTBISIOCH o Lot -
HUU, OCTajJibHbIe 3JIeMeHTHI 110 Ko muHun. B kaue-
CTBE CTAaHIAPTOB CPaBHEHMS MCIIOIL30BAJIMCH allpO-
OupoBaHHBIE BHYTpUJIaObOpaTOpHBIE CTaHOAPTHI: Ha
Si, Ca, Al — anoptut K-2-Y; Ha Mg — onuBuH B-14;
Ha Ti — mopaomut C-68; Ha Zr — nupkoH P-1. Am-
MINTYOHBIN aHaau3aTop uMItyabcoB (PHA) ns sie-
MeHTOB Si, Mg, Al u Ti ucrionb3oBajics B iuddepeH-
muanbHoM pexume (dif), a mist snemenToB Ca u Zr B
UHTerpajibHoM (int). PacueT MaTpMYHBIX ITOIIPAaBOK
ocyuecTBisiicsa no Merony ZAF ¢ ucnoib3oBaHUEM
nporpaMmsbl ¢pupmel JEOL.

PE3VYJIbTATBI DKCITEPUMEHTOB
N UX OBCYXXKAEHUE

Ha puc. 1 npencrasieH xapaKTepHBI BUO 00pa3-
LIOB: OOJIBIION KPUCTAI LIMPKOHA, BHEAPEHHBIN B
BBICOKOTUTAHUCTOE CTeKJIO. COINIaCHO HAIIIUM U3Me-
peHusMm (kpucrami-aHaiusatop PET, yckopsioniee
HanpstkeHne 20 kB, Tok 600 HA, skcrniosuimsa 200 c,
aMIUIMTYOHBIN aHanu3aTop umityiabcoB (PHA) B dif
pexume), conepxxanue TiO, B LIeHTpe 3epHa LUPKO-
Ha Ha pacCcTosTHUU 250 MKM OT KOHTAKTa CO CTEKJIOM
He nipesbimano 0.002 + 0.0007(1c) mac. %.

Bnanu ot KpUCTaaaoB CTEKJIO TOMOTEHHO B Mpe-
JieJiaX OIIMOKY BO BCcex 00pas3lax, ero CocTaB (CpemHMiA
o 15 mamepeHusMm), B Mac. %: 50.3 SiO,, 16.3 TiO,, 8.9
Al, 05, 7.7 MgO, 8.4 Ca0, 6.9 ZrO,. B axcniepuMeH-
tax mpu 1450 u 1470°C yxe B 200 MKM OT LIUPKOHOB
HaOJIIogaeTcss He3HAYMTEJIbHOE YBEIMYEHUE COIEp-
JKaHWS HUPKOHMS B CTeKJIe, focturaroiee 7.6 mac. %
ZrO, Ha rpaHulie ¢ KpuctajuilaMu. Bo3aMoxHO, 3TO
CBSI3aHO C HEKOTOPBIM PAacTBOPEHMEM KPUCTAJLIOB
LHUpKOoHa. DkcrepuMeHT npu 1430°C neMOHCTpUPY-
eT MIpaKTUYEeCKU HEM3MEHEHHbII Mpohuib B CTEKIe
Ha rpaHuile ¢ mupkKoHoM (puc. 2). UMeHHO B 3TOM
oOpasliie TiaTeabHo u3MepeH npoduib TiO, B iup-
KOHE.

IMpu B3auMOOEHCTBUU 3JIEKTPOHHOIO ITydKa ¢ 00-
pas3lioM T'€HEPUPYIOTCS HE TOJIBKO Y3KHME XapaKTepu-
CTUYECKME PEHTTEHOBCKUE JIMHUM, HO U HETIPEPhIBHOE
(TOPMO3HOE) PEHTTEHOBCKOE U3JIydeHIEe, KOTOpOe He-
n306€eKHO BOZHUKAET IPU TOPMOKEHU U DJIEKTPOHOB B
MaTpule ucciaeayeMoro obpasua. IlTpoHukalomas
CIOCOOHOCTh PEHTTEHOBCKOIO U3JTyUYEeHUsI HaA TIOPSI-
JIOK BBbIILIE 00JIACTU NPOHUKHOBEHUS 3JIEKTPOHOB U B
3aBMCUMMOCTH OT COCTaBa oOpa3lia MOXKET BapbUpO-
Bathb B nuama3oHe 30—50 MkMm m 6ojiee. B 1iupkoHe
HET 2JIEMEHTOB, XapaKTepUCTUYECKIE PEHTTEHOBCKUE
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Gl

100 MKkM

Puc. 1. XapakTepHbIii BUII 06pa3iioB: KPUCTAJLT IIMPKOHA
(Zrn), BIIaBJI€HHBIN B BBICOKOTUTaHUCTOE cTeko (Gl).
®oTto B 06paTHOpPACCESTHHBIX 3JIEKTPOHAX C MHBEPCUE
yepHo-6es1oro uzobpaxeHus. KpectukoM rnokasaHo me-
CTO KOHTposbHOro usMepenusa TiO, B LMpKoHe Ha pac-
CTOSTHMU OKOJ10 250 MKM OT KOHTaKTa IIMPKOH—CTEKJIO.

JIMHUU KOTOPBIX 3P dekTnBHO BO30yXKmanu O0u1 Ko
JIMHUIO TUTaHa. B HamreM ciydyae BropuaHast (piiroo-
pecueHIMs aHaauTudeckoi nuHun Ko muaum Ti B
OKPYXaloleM ILIMPKOH BBICOKOTUTAHMCTOM CTEKJIe
0o0ycJIoBIeHAa HAJIMYUEM TOPMO3HOTO U3JTYyYESHMUSI.

XapakTepHblii ITPoGUIb KaXyIIerocs coaepxka-
HUSI TUTaHA B IMPKOHE OT TPAHUIIbI CTEKJIO/IIMPKOH
BIJIyOb KpUCTaJIIa ITOKa3aH Ha puc. 3. DKCIIEpUMEH-
TaJbHbIe TOYKU Herutoxo (R? = 0.975) onuckiBaroTcs
ypaBHEHUEM:

TiO, (mac.%) = 0.0057 + 0.0761x 0.88", (1)

IJIe X — pacCTOSHUE OT I'PAHMIILI CTEKJIO/KPUCTAILI
(MKM). 3aMEeTUM, YTO B HAllleM CJIy4dae IIPOBEACHO
U3MEpEHNE OT CTeKJa BITyOb OrpOMHOIO (C TOYKM
3peHUs] SKCIEepUMEHTATOpa) KpUCTaUla ILIMPKOHA,
re BTOprUYHast (pIroopeCeHIINS OT CTEKIIA C TIPOTUBO-
TMOJIOXKHOTO Kpasli Kpucrajuia rpeHeopexxnumMo mMana. B
pEaIbHOM 3KCIIEPUMEHTE CTOIb OOJbIINE KPUCTAUIbI
HEBO3MOXKHBI, 1a M HEXXeNIaTeIbHBI, ITIOCKOIbKY BpeMsl
JOCTUKEHUSI paBHOBECUSI KPUCTAJLJI/paciliaB pe3Ko
BO3pacTaeT ¢ BeJIMYMHOM KpucTasia. Ha puc. 4 nmo-
KasaHbl TIpOUIN OT CTeKJa A0 CTeKJa 4epe3 Kpu-
cTaJuibl HMpKoHa mupuHoii 10, 20 u 30 MKM, OOBIU-
HBIE B 9KCIIepMMEHTaIbHON mpakTuke. Kaxyieecs
conepxanue TiO, B IMPKOHE pacCUMTaHO IO ypaB-
HeHuto (1). OueBUOHO, YTO KpUCTALIBI MeHee 10 MKM
HEIMPUTOAHBI IJIs1 aHaIM3a. B KpaeBbIX 4acTsIX KpyIl-
HbIX KPUCTAJUIOB Kaxylleecs conepxanue TiO, Mo-
xeT coctaBiasath 0.06—0.09 mac. %. Hamu npenBapu-
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Puc. 2. ITpoduns conepxanuit ZrO, u TiO, (mac. %) B
cTekJie 10 rpaHulibl ¢ LupKoHoM. Ha rpaduxke no pa3pbi-
Ba IIKaJIbl — U3MEPEHUs Yepe3 5 MKM, Tocjie pa3pbiBa —
yepe3 1 mxm. Tok 3oHma 50 HA, skcro3uiust 30 ¢ Ha 06-
pasue u 15 ¢ Ha oHe, AuamMeTp 30HAa 1 MKM.

TEJIBbHBIC OKCIICPUMECHTLI ITOKa3aJIu, YTO COACP>KaHNE
TiO, B kpucTayuiax [IMPpKOHa, PABHOBECHBIX C BbICO-
KOTUTAHUCTBIM pacriaBoM (14—18 mac. %) cocras-
ssiet okoJto 0.5 = 0.1 mac. %. TakuM o6pa3oM, ommo-
KU 3a CYET BTOPUIHOM (hTIOOPECIICHIIMU OT OKpYKa-
oulero crekyia gocturaiotr 10—23%. B Hacrosiuem
uccieqoBanuu couepxanue TiO, B cTeKie cCOCTaBIIsI-
eT 16 mac. %. OueBUAHO, UTO IpU GoJIee HU3KUX KOH-
neHTpanusx TiO, B cTekie u BTopuaHas (uroopec-
HEHIIUS OT HEero JOJKHA OBITh MPOIOPINOHAILHO
Huxe. C OMHOM CTOPOHBI, 3TO CIIPABEMIMBO 1T BTO-
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Puc. 3. XapakTepHbiii TpoduIb KaxkyIIerocs coaepxka-
Hust TiO, B LMPKOHE OT IPaHUIBI CO CTEKJIIOM BIIyOb
kpuctasuia. Tok 3oHaa 300 HA, akcro3uiust 100 ¢ Ha 06-
pasue 1 50 ¢ Ha oHe, aMIUTUTYIHBINA aHAIMU3aTOp UM-
nyabcoB (PHA) B dif pexxume, nuamerp 3oH1a 1 MKM.
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Puc. 4. PacueTHblil TpodUIIb KaXyIIErocs: CoaepKaHust
TiO, B LMpKOHE Yepe3 KpUCTaILI (OT CTEKIIA 10 CTEKJIA) B
3aBUCUMOCTH OT ero IupuHbl. LIMpKOH OKpy>XKeH BBICO-
KOTUTaHUCTBIM cTeksioM (TiO, = 16 mac. %), pacueT no
ypaBHeHUIO (1) (metamm cMm. B TEKCTE).

puaHoi dmoopeciieHn Ca 1 Ti oT cTekiia B Kpu-
crayutax onuBuHa (Gavrilenko et al., 2022). C apyroii
CTOPOHBI, B IPEIOJIOXEHUN TOCTOSSHHOTO KO3(-
dunmenTa pacnpeneiieHns Ti MexXIy OUPKOHOM M
pacruiaBoMm, 0oJjiee HU3koe coaepxxaHue TiO, B cTek-
JIe TOJDKHO MPUBOAUTD U K 60JIee HU3KOMY COoAepKa-
Ao Ti B IUPKOHE, OCTaBISISI BO3MOXHYIO OIITMOKY B
OoIpeAcIeHUUM WCTUHHOTO COIOEpXKaHUs TUTaHA B
LIMPKOHE IIPUMEPHO Ha TOM K€ YPOBHE.

B pa6ore (Hofmann et al., 2013) B akcnepuMeH-
TaJIbHBIX LIUPKOHAaX ObLIO U3MEPEHO COAEPKAHUE TU-
TaHa Ha 2JeKTpoHHOM (EPMA) 1 Ha MIOHHOM 30H]1€
(SIMS). Kpucramibl ObUIM OTHOCUTEIBLHO MEIKHE
(3—15 MKMm), a cogepxanue TiO, B HUX BApbUpPOBaIO
ot 0.04 1o 0.2 mac. %. ABTOpbI OOHAPYXWIN, YTO
EPMA 3aBrbllliaeT cogepkaHue TUTaHa OTHOCUTEb-
Ho SIMS B cpenHeM B 1.6 pa3 u ipunucaii 3ToT 3¢ -
¢ eKT BTOpUYHOI (hJII0OpECEHIIUY OT CTEKJIa.

B 10 e Bpemst puc. 4 AEMOHCTPUPYET, UTO B LIeH-
Tpe KpynHbIx (0onee 30 MKM) KPUCTAJIOB IMPKOHA
Kaxyueecs coaepxaHue TiO, HE TOIKHO HAMHOIO
npesbiath 0.03 mac. %. J11a peaabHOro comepxa-
ausg TiO, B mupkoHe Ha yposHe 0.5 mac. % 3To paB-
HO3HAYHO TEePITMMOI OIMOKe oKojo 6%, comocTa-
BUMOW C OIIINMOKOI MUKPO30HIOBOIO aHa/IN3a.

3AKJIIOYEHHME

B Xolle BBICOKOTEMIIEPATYPHBLIX SKCIEPUMEHTOB
OGECTUTAHUCTBIE KPUCTAJUIBI LIMPKOHA BIUIABJIEHHI B
Beicokotutanucroe (TiO, = 16 mac. %) crekio. IIpo-
BEIEHO MUKDPO3OHIOBOE WCCIENOBAHUE BIIUSHUE
BTOPUYHOI (DII0OPECLIEHLINY OT CTEKJIA HA KAXYIE-
ecsl colepXKaHue TUTaHA B COCENCTBYIOLIEM OECTUTA -
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HucToM 1upkoHe. [TokazaHo, 4TO MeIKMe KpUCTaI-
Jib1 (<10 MKM) HEpUTOAHBI U151 aHaIu3a. B KkpaeBbIx
yacTsax KpymHbIX (20—30 MKM) KpUCTaJJIOB LIUPKOHA
OIMMOKNA B OMNpEOeIeHUM MCTUHHOTO COOEp>KaHUS
TiO, 3a cyeT BTOpUUYHOU (PII0OOPECIEHIIMU OT OKPY-
Xaromero crekina mocturapoT 10—23%. OmHako B
LEeHTPaJIbHBIX YaCTIX OOJIBIIMX KPUCTAJUIOB LIMPKO-
Ha (>30 MKM) MUKPO30HIOBBINM aHAJIN3 JaeT IIPaKTH -
YeCKU HEMCKaXeHHbIe CofiepKaHUsI TUTaHa.

braeodaprocmu. ABTODBI MPU3HATEIbHBI
B.O. fAnackypry (MI'Y) u H.H. Kononkosoii (TEOXU
PAH) 3a KOHCTpYKTUBHOE OOCYXIeHIE Pe3yIbTaTOB
HacTosIIei paOOTHI.

Hcmounuku gpunancuposanus. Padbora noaaepxka-
Ha PoccuiickuM HalMoHaJbHBIM (OHAOM (TpaHT
Ne 22-17-00052).
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Microprobe Analysis of Titanium in Zircon: an Estimation of Secondary Fluorescence

A. A. Borisov!, S. E. Borisovskiy', and A. N. Koshlyakova': 2
! Institute of Geology of Ore Deposits, Petrography, Mineralogy, and Geochemistry,
Russian Academy of Sciences, Moscow, Russia
2 Vernadsky Institute of Geochemistry and Analytical Chemistry, Russian Academy of Sciences, Moscow, Russia

Microprobe study of the effects of secondary fluorescence from high-titania glass (TiO, = 16 wt %) on appar-
ent titanium content in Ti-free zircon was conducted. It was demonstrated that small crystals (<10 um) are
not suitable for analysis. In boundary parts of large zircon crystals (20—30 um) the error in Ti estimation may
reach 10—23%. However, in central parts of large crystals (> 30 um) the microprobe analysis gives practically
undistorted titanium contents.

Keywords: Ti, zircon, microprobe analysis, secondary fluorescence
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