IIOBEPXHOCTb. PEHTTEHOBCKHE, CHHXPOTPOHHBIE H HEHTPOHHBIE HCCIENOBAHHA, 2022, No 7, c. 51-56

VK 549.514.51:539.264:539.25

N3MEPEHUE NHAEKCA KPUCTAJIVIMYHOCTHU BBICOKOYUNCTOTI'O
KBAPIIA HA PASJIMYHBIX OTAITIAX OBOTAIIEHNA U NCCIIEJOBAHUE
EI'O CTPYKTYPbI METOJAMMN PEHTTEHOCTPYKTYPHOI'O AHAJIM3A
N JNOPAKIINN OBPATHO PACCEAHHBIX BJIEKTPOHOB
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MeTonaMu peHTIeHOCTPYKTYPHOIO aHa/In3a U Judpakiiuy 06paTHO pacCesIHHbIX 3JICKTPOHOB UCCIeI0Ba-
Ha CTPYKTYpa BHICOKOUMCTOIO IMPUPOIHOIO KBapla (CynepKBapLuTa). YCTAaHOBJIEHO U3MEHEHUE UHIEKCA
KPUCTAJUTMYHOCTH, MOJIy4eHHOTO Mo MeToauke Mypatsl 1 HopMaHa, 1 TpUMECHOTO XMUMHUUYECKOTO COCTaBa
CynepKBaplLUTa Ha Pa3IMUHBIX TEXHOJIOTMYECKUX 3TAallaX 000ralleHUs: TepMOAPOOIEHMSI, CATOBAHUS,, XU~
MUYECKOTO TPaBJIEHUsI, BBICOKOTEMIIEPATYPHOI MpoKaJlku. OOHApyXeHOo, YTO oboraiieHue KBapla npu
TpaBJIEHUU CMEChIO COJITHOM U MJIaBUKOBOI KUCJIOT IMOBHILIAET MHACKC KPUCTAZIMYHOCTHA Ha BCeX STarax,
KpOMe TIpeaBapUTeIbHOIO TePMOAPOOIEHUS U BbICOKOTeMITepaTypHoil mpokanku (rpu 1300 u 1400°C).
MakcuMallbHOTO 3HAYEHUsI MHAEKCA KPUCTAINIMYHOCTHU KBapla JOCTUTAIOT HAa IIEPBOM 3Tare XUMUUIECKO-
ro TpasiieHusl. HauGosbliiee ounileHre OT MpUMeceil TakXKe IMTPOUCXOIUT Ha IMEPBOM 3Tarne XMMUYECKOTo
TpaBieHUs. MeTomnoMm audpakLyy 0OpaTHO PaCCESTHHBIX 3JIEKTPOHOB OOHAPYKEHbI 00JIACTU ITOBBIIIEH -
HOI4 JIOKaJIbHOM pa30pUEeHTALIMU KPUCTAJUIMTOB, KOTOPbIE COCPEAOTOUCHBI Ha I'paHULIaX 3epeH, “Majoyr-
JIOBBIX” rpaHULaX (C yIJIOM pa3opueHTalIU MeHee 7°) 1 00J1aCTIX C TOBBILIEHHBIM COIepKaHueM (DIIIOU I~
HBIX BKJIIOUEHU 1, KOTOPbIE BO3MOXHO HAOII0AaTh B ONITUYECKOM MUKpOCKoIie. “OpueHTalMoHHas Kapra”
U KapTa 00JIacTeil JIOKAIbHOM! pa3opUeHTALMU KPUCTAJUIMTOB ObLIM ITOCTPOEHBI U IPOAHAIM3UPOBAHEI C
MOMOIIbI0 Ha0Opa UHCTPYMEHTOB nporpaMmmHoro obecrieuenust MTEX miss MATLAB. OnpeneneHo, 4yto
MakpoaedeKThl, UMEeIOIINEe TUCIOKALMOHHYIO IIPUPOILY, OOYCIaBIMBAIOT U3MEHEHUS UHAEKCA KPUCTaI-
JIMYHOCTH.

KioueBble ciioBa: MHIECKC KpUCTANIMYHOCTH, BbICOKOUMCTHIi1 KBapi, Cynn€epkKBapumT, MacC-CIIEKTPOMET -

pust, udpakimss 06paTHO pacCessHHBIX JIEKTPOHOB, JIOKATbHAs Pa30pUEHTALIMSI.

DOI: 10.31857/51028096022070196

BBEAEHHUE

HMHnekc KpUCTaAIMUHOCTU, MOJIYYEHHBI METO-
JIOM PEHTIe€HOCTPYKTYPHOTO aHajiu3a, IIUPOKO MC-
MOJIb3YETCS IS OLIEHKU CTPYKTYPHOTO COBEpILIEH-
CTBa Pa3jIWYHbIX MUHEPAJIOB (KAOJIWMHUTA, CIIONbI,
KBaplia) ¥ KpUCTAIUTMYECKOM (pa3bl 1ie/uttos1o3sl [ 1—11].
B cnydae kBaplia oH TIpuUMeEHSsIeTCSI TPU MCCIea0Ba-
HUU KBaplCoAepKallUX MOPO, MbLUIU U MaTeprUaioB
Kak JIJ11 YMCTO re0JIOTMYECKUX 3a/1a4, TaK U ISl TeX-
HOJIOTMYECKOM OLIEHKM KBapleBOro chipbs [4—11].
MeTtoanyecKu OH SIBJISIETCS] KOJTMYECTBEHHOI OLICHKOI
CTeNeHN yIIMpeHUus pedIIeKCOB KBUHTYILIETa 212,
203, 031 B muamna3oHe OP3ITOBCKUX YIVIOB 67°—69°,
nogobpaHHoro smnupudecku Myparoii 1 Hopma-
HOM TIpU U3YYEHUU Pa3IUUYHBIX KBapLICOIEPXKAIIUX
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IIOPOJ, METOIOM IIOPOIIKOBOM PEHTTE€HOBCKOM -
dpakunu [4]. C moMonIbio peHTTeHOBCKOM mudpak-
MM MOXHO HCCJIeIOBaTh pasju4YHbIC MapaMeTpbl
KBaplIeBbIX MaTEpUAJIOB: OMNpPEIEIUTh ITOCTOSIHHEIC
2JIEMEHTApHOI SYSHKM, paccuuTaTh MUKPOHAIIPSI-
KEHUS M TIOTHOCTh JUCIIOKAIIM (TpedyeTcs: Topas-
Jlo 6oJIbllie BpeMeHU Ha OMHO u3MepeHue [5—7, 12]),
ymmpeHue pediexkcon 1o I'ayccy m Komm, obmactb
KOT€pEeHTHOIO paccessHusl (CpeaHero pasMepa Kpu-
crauToB) [5, 8, 12], U3MepuUTh MOJYIIMPUHY De-
daekcosn 101, 110 [6, 9].

Du3nyecknii MeXaHU3M YIIMPEHUS JUHUN Iv-
dpakiyy pPEeHTIEeHOBCKUX JIydeil MOXET BapbUpO-
BaThCs B 3aBUCUMOCTH OT TUIIOMOpP(HU3Ma IIOPOILI U
pa3IMYHBIX 3TAIlIOB TEXHOJOTMYECKON OO0OpabOTKU.
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Bxuian B yuimpeHue MOryT naBaThb pa3Mephbl, OpUEH-
Tauust U aecdopmainusi 3epeH, MIOTHOCTb IUCIOKa-
Ui, KOJIUYECTBO CTPYKTYpHBbIX Tpumeceir Al, Ti,
OH-rpymm, IIeJOYHbIX METAUIOB. YCTaHOBUTH BKJIa
KaXXJIOTO U3 MePEeYNCIeHHbIX (PAKTOPOB B OTAEIbHO-
CTU, TPUMEHSISI METOJl MHIEKCA KPUCTAUIMYHOCTU, —
cloxHast 3agada. [loaToMy olleHKa HMHAeKca Kpu-
CTAJUTMYHOCTH UCIIOJIb3YETCSI KaK BCIIOMOTaTeIbHbIA
MeTox [6] M1t mcciieoOBaHUS TPYIIT MECTOPOXKIECHUIA
onHoro rexesuca [10].

CynepKBapIUThHI SIBIISIIOTCSI HETPATUITMOHHBIM ChI-
PBEM 1JIAA BBICOKOYMCTBIX KBAPLICBBIX KOHIICHTPATOB
1 KBAapLUE€BbIX CTEKOJI. CYMMapHOC KOJIMYECTBO OC-
HOBHBIX HpHMeCGﬁ B KBaplLi€BOM KOHICHTpATE U3 Cy-
nepkBapuToB MeHee 20 M. IToaToMmy KBapil U3 cy-
TIEPKBAPIUTOB COACPKNT MUHHUMAJIBHOC KOJIMNYECTBO
nedeKToB, CBI3aHHBIX CO CTPYKTYPHBIMU IPUMECS -
MU, B CpPpaBHCHUHU C APYTUMHU KBaplI€BbIMU ITOpOaA-
mu [13].

st TojiydeHusl KBaplLEeBbIX KOHIIEHTPATOB U3
BBICOKOUYMCTOI'O KBapliia TpeOyeTcsl MpoOBeIeHUE TeX-
HOJIOTUYECKO 0O0pabOTKM M oboramieHusT B He-
CKOJIBKO 3TaIlOB, TAKUX KaK TPaBJICHNE CMECHIO pac-
TBOPOB COJISTHOI M IUIABUKOBOI KMCJIOT, BBICOKO-
TeMmIiepaTypHas IpoKajaka U BLICOKOTEMIIEpaTypHOe
xjaopupoBaHue [ 14]. BausHue naHHBIX ITPOILIECCOB Ha
WHIEKC KPUCTAUIMYHOCTHA KBaplia He MCCIETOBAaHO.
M3BecTHO, 4TO IIpU MPOMOJLKUATEILHOM UCTUPAHUN
BO BpeMsl IIPOOOMNOATOTOBKM IMepel M3MEpPECHUSIMU
WHAEKC KPUCTAINIMYHOCTH O0Opa3lioB YMEHbBIIIACTCS.
I1pu BhIIeTauBaHKUM B BomHOM pacTtBope Na(OH)
KBapleBOTO CHIPbS HaOJIOHaeTCs YBeJIMYeHHE WH-
JeKca KpucTaummdHocTH [6]. Ho B aTux paboTax ObI-
JIO MCCJIEAOBAHO ChIphe IS IIPOU3BOICTBA LIEMEHTA,
TEXHOJIOTUYECKHE TPeOOBAHUSI K KOTOPOMY BO MHOTO
pa3 MeHbIlle, YeM K BBICOKOYHMCTOMY KBapily, U OC-
HOBHOI MHTEPEC MpeacTaBsia IIeJ09Has peakii-
OHHAasI CITOCOOHOCTH KBapiia.

HecMoTpst Ha OTHOCUTENILHO IIMPOKOE HCIIONb-
30BaHME MHACKCA KPUCTAJUIMYHOCTU U OITMCAHUE €TI0
CBA3M C MUKPOHAIPAXKECHUAMUA, IIJIOTHOCTBIO JHUCJIO-
Kaluii 1 nedekraMmu CTPYKTYphl, B JUTepaType He
IIPOIEMOHCTPHUPOBAHA €ro CBSI3b C KOHKPETHBIMU
nedekTaMu B CTPYKTYpeE, KpoMe neTporpadmuiecKoro
onucaHusl U300paxeHU UIMEPOB KBaplicoaepKa-
X ITopoa B OIITUYECKOM MUKPOCKOIIE 1 pa3/IM4YHO-
ro aHaau3a JaHHBIX MOPOIIKOBOIW PEHTTeHOBCKOI
mudpakonm [5—7].

Hacrostiasg pa6oTta mocBsillieHAa U3YYEHUIO WH-
JIeKCa KPUCTAJUIMYHOCTUA BBICOKOUMCTOTIO KBaplia U3
CYyNEepPKBapLUTOB IPU XUMUYECKOM TPABJIEHUU U BbI-
COKOTeMITepaTypPHOI MTPOKAJIKe C LEIbIO CBA3aTh €T0
BEJIUUMHY C KOHKPETHBIMHU Je(EeKTaMU CTPYKTYPHI.
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METOJNKA
N SKCIIEPUMEHTAJIbHAA YACTD

IpenBaputenbHasi MOATOTOBKA BBICOKOYHCTOTO
KBaplla U3 CyNepKBapIIMTOB 3aKJT0Yaiach B IpooITe-
HUU TIOPOIBI 10 BbIAeTIeHUS GPaKIIUK C KPUCTAIIIN-
TaMu pa3MepoM MeHee 25 MM. MHAeKC Kpucrai-
JIMIHOCTH OBIT M3MEpEH Ha CIIEIYIOITNX 3TaIrax TeX-
HOJIOTUYECKOI TTOATOTOBKM BHICOKOUMCTOTO KBapIia:
TepMoApOOIeHUsI B IMCTUJLUIMPOBAHHOI BOJE TTOCIe
HarpeBa B MydenbHoM neun no 900°C B TeueHUe
30 MuH, BBIACIEHUS (pPaKLIUU C KpUCTAJJIUTAMU
pazmepom 100—300 MKM C oTceMBaHUEM KPUCTaJLIN-
TOB MEHBIIIETO pa3Mepa, XMMHIECKOTO TPABJICHUS B
cMecu pactBopoB kuciaot 20% HCl : 10% HF B coor-
HoleHnu 3 : 1 (MaccoBOe COOTHOIIIEHNE KUIKOTO K
TBepaoMy 2 : 1) mpu 60°C B TeueHUe 2 4, IPOKAIKU
npu Temieparypax 1300 uiam 1400°C B TeyeHue 2 4
B yalllkKe U3 KBapleBoro crekya. Eciin BbicokoTeMIie-
parypHas IpoKajkKa MPOUCXOIMJIa TOCIe XUMHIe-
CKOTO TPaBJIEHUS, TO TIPOBOIMIN MTOBTOPHOE XUMU-
YeCcKOe TpaBJICHUE.

JndpakrorpaMMbl OBUIM TTOJIydeHBI Ha ITOPOIII-
koBoM mgudpakromerpe Bruker D8 ADVANCE.
Ycnosus creMku: usnydenue Cuk,, (3epkaino ['e60e-
1), U= 40 kB, 1= 40 MA, npenenbl U3MEPEHUI 110
20 67°—69°, mar 0.01°, BpeMs 3KCHO3UIUU 5 C.
Ha ocHOBaHUM MOJIy4eHHBIX TaHHBIX ObLT pacCUUTaH
WHJEKC KPUCTAUIMYHOCTU 10 MeToauke Mypartbl 1
Hopwmana:

Nunexc kpucranauuHoctu = 10aF / b, (1)

rae F — nmokasaTellb HOPMUPOBKU, PABHBIN eIUHUIIE,
a — Pa3HOCTb MEXNy UHTEHCUBHOCTSIMU AU paKiv-
OHHOTO MakcuMyma K, ¥ JIOKQAIbHOTO MUHUMyMa
Mexny Mmakcumymamu K, u K, orpaxeHus 212 ksap-
1ua, b — moysHasi UHTEHCUBHOCTh OTU(MPAKIIUOHHOTO
MakcumyMa K, otpaxeHus 212 kBapua (puc. 1). I1o-
KazareJab HOPMUPOBKU PaBEeH €IWHUIIE, TTOCKOIBKY
paccMaTpuBaJIM OTHOCUTEIbHbIE 3HAYEHUSI UHACKCA
KPUCTATMIHOCTH, a SAWHBIN CTaHIapT KBaplla IJIst
€ro M3MEpPEeHUsT OTCYTCTBYET, YTO 3aTPYAHSIET CpaB-
HEHUE MHIEKCOB KPUCTAUIMYHOCTU U3 Pa3IMYHBIX
paboT. 1151 OlIeHKX MOTPelIHOCTU 26 ObLIU MpoBe-
TIeHBI TPY U3MEPEHMsI 00pa3iia KBapliia C MaKCUMaTh-
HBIM MHIEKCOM KpUCTaUIMYHOCTU. [lopoiku mis
n3MepeHuil TudpakTorpaMM HMCTUPAIA BPYYHYIO B
KBapIIMTOBOM CTYyIKE B OMMHAKOBBIX YCIOBUSIX.

Konuenrpanust mpumeceii Oblia ompeneiacHa B
WHIYKTUBHO-CBSI3aHHOM IIa3Me€ Ha Macc-CIIeKTPO-
Metpe Perkin Elmer NexION 300D. MeTton ocHOBaH
Ha MOpenBapUTEIbHOM KOHLEHTPUPOBAaHUM MNpUME-
celi ImyTeM yInaJIeH!USI OCHOBHOIO 3JIeMeHTa — KpeM-
HUs B BUAE TeTpadTopuaa, MoJydeHU U3 pacTBOpa B
a30THOM KHUCIOTE W MOCJIEIYIONIeM U3MEPEHUMN MH-
TEeHCUBHOCTH MOHHOTO TOKa (KOJIMYECTBA MMITYJIbCOB
B €AVHUILY BpEMEHH), BO3HUKAIOIIETO MPU MOHMU3a-
LI TTOJIyYEHHOI'O PAcTBOpPa B MHAYKTUBHO-CBSI3aH-
HOI1 T1a3Me Macc-criekTpoMerpa [15].

Ne 7 2022
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KaptupoBaHue moBepxHOCTY CyllepKBapLTa Me-
TOJIOM IM(paKIM OOpaTHO PacCesIHHBIX 2JIEKTPO-
HOB OCYIIIECTBJICHO B PACTPOBOM 3JIEKTPOHHOM MUK-
pockorne Oxford Instruments JEOL JIB-Z4500. Ilar
ckaHupoBaHusa 2 MKM. O0pa3zell mpencTaBisii coooi
MOJUPOBAHHYIO IUIACTUHKY ToJIIMHON 0.5 MM 0e3
IpeaBapUTEIbHOIO HAITBUIEHUSI, HO C OOHOPOIHBIMU
CJIEIOBBIMU KOJMYECTBAMU 3JIEKTPOITPOBOISIIIETO
YIJIEPOOHOIO CKOTYAa Ha IIOBEPXHOCTU. YYacTKU
n300paxkeHusi, KOTOpbie HEe MACHTU(PUIIMPOBAINUCH
KakK KBapll, ObLJIM 3KCTPANOJIUPOBAHbI IO COCETHUM
3HAYEHUSIM C IIOMOIIbIO IIPOrpaMMHOIO obOecIiedue-
uug HKL Channel 5. “OpnenrannonHas Kapra” u
KapTa obiacTeil JTOKaJdbHOM pa3OpUEeHTAllMU KpU-
CTaJJINTOB OBbUIY OCTPOCHBI M IPOaHAIU3UPOBAHEI C
MOMOIIIbI0 HAabOpa MHCTPYMEHTOB IIPOIrPaMMHOIO
obecrieuenuss MTEX mrst MATLAB [16]. JlokanbHast
pa3opueHTals KpUCTAJJINTOB Oblla paccuMTaHa I10

dopmyne:

JlokanbHast pa3opUeHTALNS; ; =
1

__ 1 2
IV (5, ) a0

O‘)(Oi,jaok,l) s

e |N (i, ])| — 0003HaueHNE BCEX COCENHUX ITUKCE-

neit, (0, ;,0;,) — YTOJ pa30PMEHTALINN MEXIY OpH-

CHTAIMEl B BBIOPAHHOM TOYKE 0; ; U B COCEIHEN 00-

JacTu oy ,. s moctpoeHus: KapThl 06JacTeil jio-
KaJIbHOM pa30pueHTAlluN KPUCTAJUIMTOB YUUTHIBAIN
MUKCeIn, o0pa3ylolue TYeiiKy pa3mMepom 5 X 5 Bo-
KpYT LIEHTPATLHOTO TTUKCEIIS.

OnTuyeckre N300pakeHUs TNIACTUHKY ObLIU MO-
JIy4eHBI ¢ moMoIIbIo MuKpockona Olympus BX51.

PE3VJIbTATbBI 1 UX OBCYXIEHHUE

M3MeHeHre MHOeKca KPUCTA/UIMYHOCTY Ha pa3Jind-
HBIX 3Talax TeXHOJOTMYeCKOi IMTOATOTOBKY M300pa-
XeHo Ha puc. 2. Ha stane TepMoapo06aeHIST N3MEHE-
HUE WHIEeKCa KPUCTAIMYHOCTU He OOHapy>KeHO.
Ha srame BhiAeaeHUS (GpakiuU ¢ KPUCTa/UTUTAMU
pazmepoMm 100—300 MKM MHACKC KPUCTATINIYHOCTH
YMEHBIIIAETCSI, B TOM 4YMCJIE M IPU OTCEBE YACTHUII
pasmepoMm MeHee 100 MKM, HO Ha BEJIMYUHY, OJIM3-
KYIO0 K TPaHUIIE TTOTPEITHOCTA U3MEPEHUI. DTO MOX-
HO OOBSICHUTH IIOSIBJICHUEM IThUICBUIHBIX YaCTUIIL.
OTCyTCTBYE U3MEHEHUS UHIEKCA KPUCTAUTMIHOCTH
MpU BBIICICHUN Pa3INYHbIX (paKLUii MOKA3bIBAET,
YTO MUKPOHHEIE pa3Mephl 3¢pPEH HEe BIIMSIOT Ha YN -
peHue JTNHUN peHTreHOBCKOM audpakuuu. Ha mep-
BOM 3Tarne XMMUYeCKOTO TPABJICHUS CMEChIO KUCIIOT
WHJIEKC KPUCTAJNIMYHOCTHU JOCTUTAET MAKCUMAaIbHO-
o 3HAYEHWUSI, UYTO TOBOPUT O €ro UyBCTBUTEIILHOCTU
KaK K ITOBEpXHOCTHBIM JedeKTaM, TaK U K HauboJiee
pacTBOPUMBIM KHCI0TOM obnacTsam. [Ipu nmocienyro-
1ei BBICOKOTEMITEpATyPHOM MPOKAJIKE MHAEKC KPU-
CTAJUIMYHOCTA YMEHbIIAETCSI: ITIpU TeMIlepaType
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Puc. 1. [TapameTpsl 1uisi U3MEPEHUST UHAEKCA KpUCTa-
JIMYHOCTH I10 MeToauke Mypatsl 1 HopMmaHna 1o ¢popmy-
ne (1).

1400°C 10 MCXOOHOIO 3HAYEHWUSI, IIPU TeMIIeEpaType
1300°C — B MeHbl1Iel cTereHu (puc. 2).

ITpu Temneparype, 6auskoii k 1400°C, Habmrona-
eTca (pasoBBI mepexol KBaplia B KPUCTOOAJIUT.
Tpancdopmanusgs HadMHAETCS C MOBEPXHOCTH, YTO
MOXeT O00yCJIaBJIMBaTh yIIWPEHUE JIMHUI ITudpak-
nuu. Panee ObL10 M3y4eHO M3MeHEHME 00JIaCTU KO-
TepEHTHOTO paccestHus BOn3u riockoctu (101) mpu
¢dazoBOM mnepexoae KBapia B Kpuctobanut [17]. As-
TOPBI YCTAHOBUIIM, UYTO B Havasie (0a30BOTro Iepexoaa
B MMOPOIIKAaX ¢ OOJIBIINM CPEOIHUM pPa3MEpPOM 3epeH
00JIaCTh KOTE€PEHTHOTO pacCesiHUSI YBEJIMYUBAJIaCh.
IToBTOpHOE XMMUYECKOE TPaBJIEHUE MTOCIE BHICOKO-
TEMIIEPATYPHOTO OTKHTAa CHOBA YBEIMUMBACT MHIEKC
KPUCTAJZIMYHOCTU, HO YK€ B MEHBIIIEH CTEIIEH!, YeM
MpU MIEPBOM XMMUYECKOM TpaBlieHUU. [1pu BEICOKO-
TEMIICpaTYpHOI TpOoKaJiKe 0e3 TepMOIAPOOJICHUS U
MpeaBapUTEIIbHOTO TPaBJICHUSI UHICKC KPUCTAIAY-
HOCTHU MPAKTUYECKHN HE MEHSIETCS, HO He3HAUUTEIb-
HO YBEJIMYUBAETCS MPU MOCISAYIOLUIEM XUMUUECKOM
TpaBieHuu. [Ipu BBICOKOTEMIIEpaTypPHOI IIPOKAJIKE
Cc TepMoApobJIeHUEM, HO 0e3 IIpeaBapUTEILHOTO
TpaBJIieHUSI, UHASKC KPUCTAINIMYHOCTU yBEJIMYMBA-
€TCSI, UTO SIBJISIETCS UCKJIIOUEHEM B paMKax JJaHHOTO
sKkcriepuMeHTa. [1pu nmocnenyomeM TpaBleHUU TaK-
Ke He HaOJII0maeTcsl ero M3MeHeHne. DTO O3HAvaeT,
YTO MPOAOJLKUTEIbHAS TepMUUecKasi 00padoTKa MO-
KET HUBEJIMPOBATh BIMSTHUE XUMHYECKOTO TpaBJe-
HUSI KUCJIOTAMU Ha UHACKC KPUCTAJUTMYHOCTH.

B Hacrosi1iieii padoTe Ha KaXXIOM 3Tarie TeXHOJI0-
TMYECKO ITOArOTOBKY ¢ IIpoKankoii rmpu 1400°C obu1
ompeneseH IPUMECHbBI cocTaB 00pa3noB (Tadi. 1).
Camoe 00JIbIIOe KOJIMYECTBO MpUMeceil CKOHIIEH-
TPUPOBAHO BO (PpaKIU C pa3MEPOM KPUCTALIUTOB
meHee 100 MKM, 94TO OOBSICHSIETCS OTCEMBAHHEM

2022
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Puc. 2. MHaeKC KpUCTAUIMYHOCTU (PpakUMy KBapla C
paszmepamu KpuctayututoB 100—300 mxwm (/) Ha pa3nuy-
HBIX 3TaIax TeXHOJIOrMYeCcKOro oooraieHus: 6e3 TepMo-
npo6aeHus (a) 1 mocie Hero (6) (X — xumMudeckoe TpaB-
nenue; 1300, 1400 — remneparypa npokaiku B °C). st
CpaBHEHUsI TPUBENIEHbI MHAEKChI KPUCTALTMYHOCTU (hpaK-
it ¢ 3epHaMu pazmepoM MeHee 100 (2) u 300 MxMm (3).

.~

MUHEPaAIbHBIX HpuMeceii (B OCHOBHOM CepHUIIMTa
KAI,(AlSi;0,,)(OH),, B KOTOpOM cocpegoTo4yeHa
6oblast yacts ipuMeceii K u Al) [18]. BeicokoTem-
nepaTypHasi IIpOKaIKa IOYTHU He BIMSIET Ha IIpUMec-
HBIM COCTaB, KpOME HEOOJILIIIOTO YBEIUYEHUST KOH-
neHtpauuu Ca u Al, KoTopbie, BEpOSITHO, MOIAaaatoT
B KBapll U3 OTHEYIIOPHOIO Marepuaja neuyr. XuMu-
YyecKoe TpaBJIEHME 3aMETHO CHUXKAeT CyMMapHOe KO-
JIMYECTBO TIpUMeceii, OCOOEHHO MpU IMOBTOPHOM
TpaBieHUU, 10 MeHee 20 M. Mexnmy aTariaMu BBICO-
KOoTeMMepaTypHOIi IIPOKAJIKU KaK C TEpPMOAPOOIeHU -
€M, TaK U 6e3 Hero, HeCMOTPS Ha pPa3HUILy MHIECKCOB
KPUCTAJUIMYHOCTH, HE OOHApYyXeHO M3MEHECHUM B
cocTaBe mpuMeceii. DTo o3HaYaeT, YTO YyBCTBUTEIIb-
HOCTM MeTOoJa OLEHKM WHAeKCa KPUCTATIUYHOCTU
HEIOCTAaTOYHO IJIsI aHaIM3a IpuMeceil, KOTOphIe MO-
IryT U30MOP(HO BCTpauBaTbCsI B CTPYKTYPY KBapiia
npu HarpeBe. PaHee ObUIO OTMEUEHO YyBEJIMUYECHUE
MHACKCA KPHUCTAUIMYHOCTA TIPHU HArpeBe IIOPOIH
kpemuus u arata mo 600°C, xkoropoe aBTOpHI [19]
CBSI3BIBAJIU C POLIECCOM MepeKpucrauimdanuu. He-
3HAYNTEJIbHOE YMEHbIIIEHEe KOHIIeHTpauuu Na Ha
MOCJIEIHUX 3Tanax XWUMHYECKOIOo TpaBJICHUS ObLIO
OOBSICHEHO pacTBOPEHMEM OO0JIacTeil ¢ ITOBBILLICH-
HBIM coaepKaHueM (GJIIOMIHBIX BKIIIOUEHUI, B KOTO-
pBIX KOHLIeHTpUpyeTcs Na [20].

N300paxenne cymnepkBaplUTa, IMOJYyYeHHOE B
PacTpOBOM 3JIEKTPOHHOM MUKpocKore (puc. 3), ne-
MOHCTPUPYET KOHIIEHTPALINIO JIOKATBLHO Pa30pHUEH-
TUPOBaHHBIX oOJjacTeit (puc. 30) Ha rpaHullax U
BHYTPU 3€PEH: Ha “MaJIOYTJIOBbIX” TpaHUIIAX C yIJIOM
paszopueHTaunu MeHee 7° (ob6mactu I u 2), KOTOpEIe
OTIPEAEIISTIOT 10 KOHTPACTY M300paxKeHUsI Ha “KapTe
oOJacteit opueHTanumn” (puc. 3a), 1 B 00JIACTSIX C IO~
BBILIEHHBIM colepXaHueM (QIIIOUIHBIX BKITIOUEHMIA
(o6nactu 3—5). OaouaHbIe BKIIOYEHUsI, BEPOSTHO,

o
ok

‘!‘

Puc. 3. M300paxeHusi MOBEPXHOCTHU CYNEPKBAPLIMTA, MOJYYSHHbIC B PACTPOBOM 3JIEKTPOHHOM MUKPOCKOIE Y ONTUYECKOM
MUKPOCKOTIE: a — OpMEHTAlIMOHHAsI KapTa; 0 — KapTa o0JacTeii JIokanbHOI pa3opueHTauu. Ha mikae cripaBa yka3aH yroJ

pa3opUEHTALUM B Tpa.
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Ta6muna 1. KoamyecTBO XMMUYECKUX HpHMeCSfI IT0CJIC PA3JIMYHBIX TEXHOJIOTUYCCKUX 3TAIlOB

&p. 300 mxm | dp. 100 Mxm | dp. 100—300 mxm | 1400°C | 1400°C, X | X | X, 1400°C (X, 1400°C, X
Otanbl | DIeMeHT
KonunuecTBo BeniecTBa, M
Al 111 185 86.3 90.4 7.4 141 16.8 8.1
Ti 3.2 4.1 2.5 3.0 1.1 2.0 2.0 1.6
Na 8.0 9.2 8.2 7.3 1.5 5.6 4.5 3.0
K 42.8 73.2 31.7 28.0 2.3 3.6 3.3 1.5
a Mg 5.7 8.7 4.3 4.2 1.0 1.5 1.6 0.9
Li 0.32 0.27 0.30 0.84 0.74 0.27 0.60 0.58
Fe 2.9 6.6 1.7 2.0 1.0 0.4 0.4 0.3
Ca 2.7 7.6 1.7 1.8 4.6 2.0 2.6 2.4
z 176.2 294.4 136.7 137.6 19.7 29.4 31.8 18.4
Al 96.1 164 74.3 75.6 7.6 7.5 7.6 6.3
Ti 1.8 3.0 1.7 1.7 1.6 1.1 1.2 0.9
Na 8.0 8.9 6.6 7.5 1.6 4.8 3.9 3.0
K 349 67.7 29.7 27.5 2.3 1.8 1.6 1.3
0 Mg 4.3 6.7 3.6 4.0 1.1 0.6 0.6 0.4
Li 0.31 0.30 0.29 0.73 0.68 0.29 0.50 0.55
Fe 2.1 4.5 1.5 2.0 0.8 0.2 0.3 0.2
Ca 2.6 4.9 2.2 2.4 4.3 1.9 3.3 3.0
Xz 150.1 259.8 119.8 121.4 20.0 18.2 18.9 15.6

ITpumevanue: a — 3tan 6e3 TepMoapoOIeHs, 6 — 3TAITl ITocje TepMonpobieHus, Gp. — dpakius, pasMep KPUCTALTUTOB, X — XUMHU-

yeckoe TpasieHue, 1400°C — temiiepaTypa IMpOKaJKH.

3aXBaThIBAIOTCS MPU “3ajieYUBAHUM”’ TPEIIUH B IIPO-
necce Meramopdusma. CKopee BCero, 3T MaKpoje-
(beKTBI OTBEYAIOT, B IIEPBYIO OYEPEIb, 32 BEIIMUYMHY
MHAeKCa KpUCTATIMYHOCTHU KBaplla, TaK KaK pacTBO-
peHUE KBaplia IIpY KMCIOTHOM TPpaBJICHUU IIPOUCXO-
AT BIOOJb 3€peH W MEK3epPEHHBIX “MallOyTIIOBBIX”
rpaHull. CBs3b MHIECKCA KPUCTAUIMYHOCTU C STUMHU
MakpoaedeKTaMm TaKKe OOBSICHSIET €T0 YBEJIMUCHUE
IIpUA IIEJIOUHOM TpaBJIEHMM, OIIMCaHHOE B paboTe
Mapunonu u bpykmaHnca [6]. B pabore Pecciepa u
Cc0oaBTOpPOB [21] MoKa3aHO, UTO paCTBOPEHMUE KBapila
Ipyd TpaBieHWU TuapokcuaoMm Hatpusa (pH 13.5)
MPOMCXOIUT BIOOJb 3¢pHA KBaplla U MEXK3epPEHHBIX
rpaHull. [TockoabKy nmpupona oO6pa3zoBaHus “Majo-
YIJIOBBIX” TpaHWIl W OOJBIIMHCTBA “BBICOKOYTJIO-
BBIX~ TpaHMI OUCJIOKALIMOHHAs, CYIEeCTBYeT B3au-
MOCBSI3b MHACKCA KPUCTADIMYHOCTHU C INIOTHOCTBIO
IUCIOKALIUA.

BbIBObI

IToka3aHo, 4YTO XMMMYECKOE TpaBJIcHUE KBaplla
CMECBIO COJISTHOI U IJIABUKOBOI KMCJIOT ITOBHIIIACT
WHAEKC KPUCTAJJINYHOCTA Ha BCEX TEXHOJIOTUYE-
CKHUX 3TallaX MOJIydeHUsI BEICOKOYKMCTOIO KBapleBO-
ro KOHIIEHTpaTa, KpoOMe MpeaBapUTEIbHOM BHICOKO-
TeMIIEpAaTypPHOII MPOKAJIKU MOCjIe TEPMOAPOOICHUS.
DTO MOKET OBITH OOBSICHEHO HavyajoM (a30BoOro I1e-

MOBEPXHOCTb. PEHTTEHOBCKHUE, CUHXPOTPOHHBIE U HEUTPOHHBIE UCCIEAJOBAHUS ~ Ne 7

pexona KBapl—KpuctobaiauT. B mpoiecce xumuye-
CKOTO TpaBJICHUS IIPOMCXOIUT OYMINEHHE KBaplia
KaK OT MUHEPAJIbHBIX, TaK 1 (DIIIOMIHBIX BKIIIOUEHUIA.
HauGosnbline o6i1acTy JIOKajJbHON pa3zopueHTaLuKU
KPUCTAJUINTOB B UCXOOHBIX CYIIEPKBapLIMTaX COCPe-
JIOTOYEHEBI Ha TPaHUWIIaX 3epeH, “MaJoyIJIOBEIX” Tpa-
HMLAX U y4acTKaxX C MOBBIIUEHHOW KOHLIEHTpaLUe
GIIIONIHBIX BKIIOYSHUI. YBeIUndYeHIEe MHIEKCA KPY-
CTAJUIMIHOCTH B MPOIECCEe XMMUYIECKOIO TPaBJICHUSI
MOXHO OOBSICHUTH 0oJiee OBICTPHIM PacTBOPEHUEM
KBaplia B 00JIaCTSX C IOBBILIEHHO JIOKAJIbHOII pa3o-
pueHTale KpUCTaJJINTOB.
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Measurement of the Crystallinity Index of High-Purity Quartz at Various Stages

of Separation and Study of Its Structure by X-Ray Diffraction
and Electron Backscatter Diffraction

M. D. Zimin" *, A. P. Zhaboedov', S. S. Kolesnikov?, A. 1. Nepomnyashchikh'
Winogradov Institute of Geochemistry SB RAS, Irkutsk, 664033 Russia
2Irkutsk National Research Technical University, Irkutsk, 664074 Russia
*e-mail: zima.dom@mail.ru

The structure of high-purity natural quartz (superquartzite) was investigated by the methods of X-ray diffrac-
tion and electron backscatter diffraction. The change in the crystallinity index obtained by the method of Mu-
rata and Norman and the impurity chemical composition of superquartzite at various technological stages of
separation (thermal crushing, sieving, chemical etching, high-temperature calcination) was established. The
quartz purification by etching with a mixture of hydrochloric and hydrofluoric acids was found to increase
the crystallinity index at all stages, except for preliminary thermal crushing and high-temperature calcination
(at 1300 or 1400°C). The maximum value of the quartz crystallinity index was reached at the first stage of
chemical etching. The greatest purification from impurities also occurred at the first stage of chemical etch-
ing. Backscattered electron diffraction revealed areas of increased local misorientation of crystallites, which
were concentrated at grain boundaries, “low-angle” boundaries (with a misorientation angle of less than 7°)
and areas with an increased content of fluid inclusions, which could be observed in an optical microscope.
An “orientation map” and map of local crystallite misorientation regions were constructed and analyzed us-
ing the MTEX software toolkit for MATLAB. It was determined that the macrodefects of a dislocation nature
caused change in the crystallinity index.

Keywords: crystallinity index, high-purity quartz, superquartzite, mass spectrometry, electron backscatter
diffraction, local misorientation.
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