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AHaJIuTHYECKHE HCCJIEeIOBAHUSA CbIPpbA

U MPOAYKTOB KPEMHUEBOI0 NPOU3BOACTBA

H.B. HemuunnoBa®, A.A. TroTpun?,

10.B. Cokoabankosa™®, T.T. ®epedepoBa®

“UpKkymcKuti HayuoHAIbHbLU UCCAe008AMENbCKUL

MexXHU4ecKull yHugepcumem

Poccusa, 664074, Hpkymck, ya. Jlepmoumosa, 83

*Uncmumym ceoxumuu um. A1l Bunoepaoosa CO PAH

Poccus, 664033, Upxymck, yn. @asopckoeo, 14

‘340 «Kpemnuii»

Poccus, 666034, Upxymckas obnacme, Lllenexos, yn. FOxcnas, 1

B pabome npedcmagnenvi pe3yiomamuvl AHATUMUYECKUX UCCAEO08AHUL XUMUYECKO20 COCMA8A
PYOHO2O CbIpbsl, KPEMHUA U WAAKO8 KapbomepmMuiecko2o npoyeccd, 8bINOIHEHHbIX ¢ HOMOWbIO
PA3IUYHBIX MEMOO08 AHAIU3a. [Jna OyeHKu Kauecmea UcCXo0H020 K6apyego20 Cblpbs U PA3IUYHO20
Muna KpemHus no yposHio cooeparcanus snemenmog-npumeceii 6 UI'X CO PAH npumensiom makue
MemoOUKU Ha OCHOBE NPAMBIX MEMOO08 AHANU3A, KAK AMOMHO-IMUuccuontas cnekmpomempusi (A2C)
u penmeenopyopecyenmusiil anaius (POA), a maxoice memoouku ¢ npedsapumenbHOl XUMUYECKOU
npobonodeomoskot, kax AIC ¢ Konyenmpuposanuem npumecei Ha Y20IbHOM NOPOUIKe U MACC-
cnexmpomempust ¢ UHOykmugHo céasannou naasmou (UCII-MC). Iloxazana yoosiemeopumenbHast
CXOOUMOCTb PEe3YIbMAMmMos npu UCNOAb308AHUU PA3TUYHBIX Memo008. Ha kagedpe memannypeuu
yeemuuvix memannoe UPHUTY evinonnensvr memannozpaguieckue uccie008anus 6 OmpadceHHoM
ceeme ¢ nomowywio mukpockona «Olympus GX-51». Ilpu uszyuenuu Muxpocmpykmypvl KpeMHUs.
MemAannypeudeckux  Mapok — Oviiu  3aQuUKCUpPOBAnbl  UHMEpMemAalIuieckue  GKI0UeHUs,
PAcnonodicenHvle no cpaHuyam 3eper. AHAnu3 wiakog noKazal cooepilcanue 6 HUX KpPeMHUs,
umo AGAAEMCA NPUYUHOU e20 nomepsb 6 npoyecce naasku. B cmamve maxoice npedcmasgnensi
pesynvmamsl onpedeneHus XumMuieckozo cocmasa oopa3yos MexHuuecko2o, paguHuposaHHo2o
KpeMHUA U wiiakos, nonyyennuvle 6 rabopamopuu 340 «Kpemnuiiy memodamu PDA u xumuueckozo

epasumempuiecKozco anaiusda.

Kniouesvie cnosa: kpemnuii, kéapyesoe colpbe, WAAKU, amomMHO-IMUCCUOHHAS CHEKMPOMEMPUS, MACC-
CHEKMPOMempus ¢ UHOYKMUBHO CEA3AHHOU NAA3MOU, Memarlozpapus, penmeeHoCneKmpanibHblil

Gmoopecyenmnblii ananuz, epaguMempusl.

BBenenue
Meraryprudeckas oTpacib Poccun siBisieTcsi KOHKYpEHTOCIIOCOOHOH Oiiarofapst HaJaum4uio 60-
raToi MHHEPaJbHO-ChIPbEBOI U YHEPreTHUECKOH 0a3, 3HAaUUTEIHFHOI0 IPAKTUIECKOTO OIBITA PeatH-
3alMM KOMIUIEKCHBIX NPOEKTOB, CYIIECTBYIOLIET0 MPAKTHIECKOI'0 OIBITa CUCTEMBbI TOATOTOBKU HH-
JKEHEPOB U KaApoB Beicieil kBanupukanuu [1]. Cpeau NepcrnekTUBHBIX HayYHO-UCCIIEJ0BATEbCKUX

1 OPpOU3BOACTBCHHBIX POCKTOB MOKHO OTMETUTH pa3pa60TKH TEXHOJIOTUI MOJTYyYCHU 0c000 4H-
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CTOTO KPEMHHSI, HOBBIX CIUIABOB C YJIy4YIICHHBIMHM CBOIICTBaMH, HCIIOJIb3YEMBIX B aBHa-, MAIIMHO-
CTPOCHMH U APYTHX OTPACIISIX POMBIIIIIEHHOCTH.

KpemHuii MeTamnypruueckux Mapok (MHocTpaHHoe HazBaHue «Metallurgical grade silicon (MG-
Si)») B Poccun npomsBonsT Ha ABYX npeanpusatusax, sxomsmux B OK «PYCAJD»: 3A0 «Kpemuuii»
(Upkytckas o6, 1. IllenexoB) u OO0 «CYAIJI-Kpemuunii-Ypam» (CepuioBckas o6, . KameHck-
VYpanbcknii). BoccraHoBIeHHE KPEeMHHUSI M3 KPEMHE3EMCOAEPIKAIero ChIpbs (KBapla, KBapIUTa)
HMPOUCXOIUT B pyaHo-Tepmudeckux neyax (PTII) yrmepogom BoccTanoButeneit [2-5]. [lomywaembrit
10 TaHHOM TEXHOJIOTMH KPEMHUH COIEP)KUT NMPUMECH, AJISI CHUKEHUS KOTOPBIX B MPOMBIIUIEHHBIX
ycaoBusix Ha 3A0 «KpeMHui» NpoBOAST OKUCIUTENbHOE pahUHUPOBAHKE C IOy YSHUEM POy KTa,
cogepxairero 99,3-99,5 % wmac. Si (cormacHo TY 1711-004-49421724—16). KoMmmnekcHas oreparus
OYHMCTKH KpEMHHUS HAaIlpaBJlieHa Ha CHIDKEHHE COJIepKaHMs B HeM OCHOBHbBIX npuMeceii (Al, Ca, Ti), a
TaKKe yJaJieHue BKJIIOUEHUH maka [6].

OCHOBHBIMH MCTOYHHUKAMU TOCTYIICHUS MIPUMeced B KPEeMHHUH IpPHU IJIaBKe CIyXKaT ChIpbe-
BbIC MaTepHalbl (KBAPUUT, YTIEPOJUCTHIE BOCCTAHOBUTENN) [4, 6]. ONTUMHU3AaNNsI TEXHOJIOTHH T10-
Jy4eHUs KPEeMHHUS C LEJIbI0 MOBBIIICHUS W3BJICUCHHUS IIEJIEBOTO MPOAYKTa M IOBBIIMICHUS €T0 Ka-
YyecTBa HEPa3phIBHO CBS3aHA C MCCIEJ0BaHUEM (Pa30BBIX IMPEBpAIIEHNUH COCTaBIMIONINX IINUXTHI B
npouecce NIaBKU. B COBpeMEHHBIX YCIOBHSIX 3TO OCYIIECTBISAETCS HAa OCHOBE HCCIEIOBAHHUS CO-
cTaBa U (PU3MKO-XMMHYECKHX CBOICTB MaTepUaJOB C HMCIIOJIb30BAHUEM PA3IUYHBIX WHCTPYMEH-
TaJIbHBIX METOJIOB aHajn3a. X BO3MOKHOCTH MO3BONSIOT KOMIUIEKCHO M3YYHUTh CTPYKTYpY, CO-
CTaB M CBOHCTBA MCXOJHOTO CBHIPhs (KBapla, KBapLUTa, BOCCTAHOBHUTEIEH), OCHOBHBIX IIPOIYKTOB
KapOOTEepMHUECKOT0 Tpoliecca (TEXHUYECKOro KpeMHHUs) U paduHupoBaHus (papuHUPOBAHHOTO
KPEMHHS), a TAK)Ke TTOOOYHBIX MPOAYKTOB (IEYHOTO, paGUHUPOBOYHOTO IIJIAKOB, BTN M IIJIaMa
ra30049HCTKH).

AHanuzupyemble 00BbEKTHI pa3HOOOPa3HbI [0 COCTABY M YPOBHIO COiepKaHus mpumeceid (ot 101
10 107! % mac. u gaxke nmporenToB). KoHTpoib 3a cofieprkaHueM IPUMECEN B H3y9aeMbIX MaTepraiax
ocyIecTBisieTcs: cornacHo HopMaTuBHBIM gokymeHTaM (ITOCT 26239.0-84 — T'OCT 26239.3-84, TY
5726-002-11496665-97 u ap.).

Jlas ompeneneHusl 3JIEMEHTHOTO COCTaBa pPAa3JWYHBIX COPTOB KPEMHHUS M KBapIlEBOTO
CBIPbSl NPHUMEHSAIOT METOABl HEUTpOHHO-aKTUBanMoHHOTo aHanuza (HAA), PDA, atomHO-
abcopbunonnyo crnekrpomerpuio (AAC) ¢ miIaMeHHON M 3JIeKTPOTEPMHYECKOH aTOMHU3alMeH,
ADC ¢ pa3nMYHBIMH HUCTOYHHKAMH BO30YXKICHHUS H3JIydeHHUs, macc-cnekrpomerpuio (MC) ¢
Pa3HBIMM MCTOYHUKAMH MOHU3AIUHU, MeToAbl criekTpodoTtomerpun (CIID) miam xomopumerpun,
a taxxe miaameHHyt goromerputo (I10) [7-9]. [lpu ucciaenoBaHnyM TEXHUUECKOTO U paQUHUPO-
BaHHOI'0 KPEMHHSI, IOMHMO ONpPEAEIICHUS COACPKaHU 3JIEMEHTOB, N3y4yaloT (a30BbIi COCTAB U
MOBEPXHOCTh MaTepuana [10].

C nomompbio HAA MOXHO ompenensTh conepkaHue Ooinee 50 mpumeced Ha ypoBHE
107-10"* % mac., oJHaKO 3TOT METOJ JOPOroi U MajaomocTymHblid. MeTon PDOA xapakTepusyeTcs
Oosiee BHICOKMMH IIpeJielaMH OOHAPYKEHHS! W HCHOJIBb3YETCs IS OLEHKH COCTaBa METaJLIypru-
yeckoro kpemHuus. [Ipu ananuze metonom AAC nyunive pe3yJbTaTbl 00eCeduBalOTCs B cilydae
HCIOJIb30BaHUS 3JIEKTPOTEPMUIECKOTO aToMHI3aTopa. AHaIu3 ¢ moMoIbio ADC BBITIOIHSIOT KaK B
OpsIMOM BapHaHTE, TAK U C XUMHYECKUM KOHIICHTPUPOBAHHEM IpHUMeCeil Ha KOJJIEKTOpe, IICHKE

niu B anextpoae. [Ipenensl obHapyxkeHus okoio 40 npumeceii cocraBusor 10°-10* % wmac. [7, 8].
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B mocnegnee BpeMs Oiaromaps BBICOKOH YyBCTBHUTEIBHOCTH, BO3MOXHOCTH MHOTORJIEMEHTHOIO
OTIpe/IeICHNsI TPUMeECel B IMIMPOKOM MHTEpPBaJIe KOHIEHTPAUHWH U XOpOIIed BOCIPOU3BOIUMOCTH
pe3ynbTaToB akTUBHO MpuMeHst0T MeToabl MC n ADC ¢ nHAYKTUBHO cBsizaHHO# mna3moit (MCII-
MC u ADC-UCTI) [8, 9].

[MpeumyecTBOM NPSIMBIX METOJOB aHalin3a TBepAbIX pod (HA A, ADC, POA) nepen metonamu
C XUMHYECKOH MPOOOIIOrOTOBKOM SIBIISIOTCS MEHBIINE BPEMEHHBIE 3aTPAaThl U BO3MOXHOCTH KOHTPO-
JI TOTePh MUKPORJIEMEHTOB WIIH 3apakeHus mpob. Ho mpu 3ToM mpsiMble METOBI OTPAaHUINBAIOTCS
6oJtee BEICOKMMHU T10 CPAaBHEHHUIO C METOAMH € IIPEABAPUTEIbHBIM KOHIIEHTPUPOBAHUEM IpEeIaMHy
00OHapyKEHUsI 33 CYET BBICOKOTO ypoBHs (hoHa, 3 deKTa «IaMsTi» NprUOOPOB U KOHTPOIBHOTO OIIbI-
ta. Tax)ke 1 HEKOTOPBIX METO/IOB aHAJIM3a MAJICHbKHE HABECKH MOT'YT OBITh HEIPEACTaBUTEIbHBI-
MU, a MIPU ONPEACICHUH yIbTPaMalIbIX KOHIIEHTPAIUil aHAJIUTOB HE BCErJa HMEIOTCS CTaHIapTHBIE
00pasubl cocTasa.

TpeboBanusiMH K MeTOAaM C MpeaBaputTenbHoil mpobomoarororkoi (MCII-MC, ADC-KCII,
AAC, CII®, I1®) sBisroTcs MOTHBIN MEPEBOJ B PACTBOP ONpENeIIEMBIX AJIEMEHTOB U oOecredeHune

HU3KOI'0 YPOBHSI KOHTPOJIBHOT'O OIIBITA.

HccnenoBanne XMMHYECKOT0 COCTABA AaHAJIH3UPYEMBIX 00bEKTOB
B UnctutyTe reoxumuu uM. A.Il. Bunorpagosa CO PAH (MT'X CO PAH)

B UI'X CO PAH 6onee 15 neT 3aHUMAarOTCs BOIPOCAMHE Pa3pabOTKH U YCOBEPIICHCTBOBAHMS Me-
TOJMK OIpPENETICHUS JIEMEHTHOTO COCTaBa ChIPHEBBIX MaT€PHaJIOB, IPOAYKTOB IIPOU3BOJICTBA KPEM-
HUS METaJUTyprUUeCcKUX MapoK, a TakKe MyIsTUKpeMHus [11-13].

ITpn nccnenoBaHUM AaHHBIX O0OBEKTOB HCIIONB3YETCS KOMILICKC aHAJMTHYECKUX METOIUK [12].
Juist 0630pHOr0 aHalIn3a UCXOJHBIX IPOIYKTOB IPpUMeEHsIOT MeTonbl PDA u nyrosyro ADC; ans ana-
nu3a 4UCThIX MaTtepuanoB — ADC ¢ xumudeckuM KoHUeHTpupoanueM npumeceit u UCII-MC; nns
KOHTPOJISI COAEpKaHUs TpuMeceil 1meouHbIX MeTayioB — [1D.

[ogpoOHee ocTaHOBUMCS Ha METOIHMKE OIPECeIICHUsT MAcCOBBIX noneit mpumeceit (B, P, Li, Na,
K, Al, Fe, Mg, Ca, Ti, V, Cr, Mn, Co, Ni, Cu, Zn, Ge, Zr) meronom VCII-MC c¢ ucmnosb30BaHHEM
Macc-CHeKTPOMETPa BBICOKOTO pa3penieHus ¢ MBoiHOH ¢okycupoBkoii Element 2 (Finnigan MAT,
I'epmanust). OnepanmosHble ycnoBus: MomrHocTs BU reneparopa 1150 BT; pacnbuistiromumii moTok ra3a
Ar 1 n/muH, oxJaxnaronuil motok Ar 16 i1/MuH, m1azMoobpasyrpomuil motok Ar 0,86 1/MuH; KBap-
1eBasl pacHblINTENbHAs KaMepa; KOHIIeHTpuUYeckuii pacnbuinTens Meinhard (300 mxi/muH). CurHan
peructpupoBanu B pexxumax cpeaaero (M/AM = 4000) u Beicokoro (M/AM = 10000) pa3permeHuii
(M — macca uzorona (a.e.M.); AM — pa3HOCTh MacC U30TOIIOB).

JI1st CHYDKEHMSI BO3MOXKHBIX 3arpsi3HEHHH ONpeAesieMbIMHE IIPUMECSIMH BCE ONepariy nmpooo-
HO/ITOTOBKY IPOBOJIMJIM B CIIEI[UATIBHOM IIOMEIIEHUH ISl pa0OThI C YUCTHIMU BEIIECTBAMH, HCIIOb-
30BaJIM MOCYAy U3 MOJMMEPHBIX MaTepHalOB M CBEPXUHCTHIE PEAareHTHl: (TOPUCTOBOIOPOIHYIO U
a30THYI0 KucI0Thl Supra pure u Ultra pure (Merck, ['epmanust); 1eMOHU30BaHHYIO BOAY C yIIEJIbHBIM
conporusieHueM >18,2 MOwm/cum (Millipore, dpanuns).

I'pagynpoBKy BBITIONHSIIN 10 MHOTO3JIEMEHTHBIM CTaHIapTHBIM pacTBopam CLMS-2 u CLMS-4
(Spex, CILA), ICP solution X Certipur (Merck, I'epmanus) u IQC-026 (Ultrascientific, CIILIA), TCO
7260-96 coctaa hochar-uonos (Poccus) ¢ konmenrpaiueii ananuTos ot 0,005 mo 100 Hr/mia. Bay-

TPEHHUM cTaHaapToM ciyxui 'Rh (2 Hr/mi B pacTBopax).
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KBapueByto KpyIKy rOTOBUIIM TEPMOAPOOICHUEM: IPEABAPUTEILHO MPOMBbITHIE 10%-M pacTBo-
pom HCI xycku kBapiuTa HarpeBaiu B My¢enbHoH nedn 1o temneparypsl 900 °C, oxmaxnpanu B
JICMOHU30BaHHOM BOJIE U MMOCIe CYIKH Bhiaesin ppakuuu 100-400 mxm. s Gosnee rimydokoro 060-
raieHust 00pasibl JOMOTHUTEIHHO TPOKAIUBAIH U IPOBOAMIIA XUMUYECKOE TPABIICHHE.

K npo6awm (0,2-0,5 r) nodaBmnsiiau 1%-i pacTBOp MaHHUTA AJIS HCKIIIOYEHUS TOTEPh O0pa U cMeCh
kucaoT HF u HNO;. PactBopenue BbINoHAIN B OqHOKaMepHBIX aBTOKJIaBax (AHKOH-AT-2, Poccust)
npu temneparype 160-180 °C. OcHoBy npo6 otronsuiu B Bujie SiF, B mpoliecce BeIIIapHBaHHsI PACTBO-
pos ¢ HF npu temneparype 60-80 °C. IIpumecu pactBopsinu B 2%-i1 a3oTHOH kucnote. Ilepen u3me-
PEHHUEM IOJyYCHHBIC PACTBOPBI TPOO pa30aBIIsIH ISl OCIA0ICHUS B3aUMHOTO BIUSHUS 3JICMEHTOB,
COXpaHsisl CO3AAHHYIO KUCIOTHOCTb.

Ipenensl o6Hapyxenus npumeceit (C,,;,) Mo ganHoN Metomuke coctasunu 10%-107 % mac. OT-
HOCHUTEJIbHAs MOT'PEIIHOCTD ONPEAETICHUs Pe3yJbTaTOB B 3aBUCUMOCTH OT aHAJIUTa COCTaBMIIa OT 4
110 45 %. IIpaBUABHOCTD PE3yJIBTATOB MOATBEPKIATH C IIOMOIIBIO 3TAIOHHBIX 00PA3I0B KBaPIEBBIX
koHueHTpatoB copToB IOTA (UNIMIN, CIIA), crangapTabix 06pas3nos npeanpustus (COII) co-
ctaBa kpeMHHUs (3AO «Kpemuwuii», r. lllenexoB), a Takxke CpaBHEHHEM PE3yJIbTAaTOB C JaHHBIMH, I0-
JTyYeHHBIMH JPYTUMH METOJaMH WJIH METOIOM 100aBOK.

Hwuxe npuBonsites naHHble ananu3za npod kpemuus ¢ 3A0 «KpeMHHiT» 1 KBapIUTa MECTOPOXK-
nenns «bypan-Cappnar» (Pecybnnka Bypsatns), nonydeHHBIE IPH HCIIOJIB30BAHUHM HAYYHOTO 000-
pymnoBanus IIKIT «M3oTonmHo-reoxumudeckux ucciaenopanuii» UI'X CO PAH (ta6a. 1, 2).

Kak BuaHO M3 Tabnun 1 u 2, ucronb3yeMble METOIUKHI MTO3BOJISIIOT Ha/le)KHO OLCHUBATH Kaye-
CTBO HCCIIElyeMbIX OOBEKTOB KPEMHHEBOrO IPOU3BOJICTBA B HIMPOKOM JIMAMAa30HE KOHICHTpAIMi

npumeceii (ot 1110®* % mac. 10 IpoLEHTOB).

Tabnuua 1. Pesynbrarsel aHanu3a npod KpeMHHUs, TOJyYSHHbIE pa3IUYHBIMA METOAAMHU

Maccoas noias asanura, 10 % mac.
DneMeHT
UCTI-MC (n=3) K ADC ADC AAC POA

B 69+5 70

Mg 27+4 23

Al 2398+278 1500 3000 2208 2330
Ca 707+81 2000 690 604 670
Ti 392+57 380 396 397 300
\% 128+32 132 120 108
Cr 112 8 9 8 <10
Mn 160+17 120 137 143 160
Fe 4869+239 4500 6300 4900 4740
Co 8+1 9 18 9,5 -
Ni 5544 100 55 68 81
Cu 2742 30 38 25,8 32
Zn 6,1+1,9 <20 — 4.4 _
Zr 137432 120 144 - 134

IIpumMedanue: npouepk —HeT JaHHBIX. AHanu3 BeinoiaHeH Metogamu: UCIT-MC—10.B. Cokonbuukosa, ADC—H.E. Bacunsesa,
E.B. Illa6anoBa, AAC — O.A. IIpoiinakoBa, POA — E.B. Uynapuna.
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Tabnuma 2. Ilpenenbl oOHAapYyKeHHS MPUMECEH M pe3ysbTaThl aHAJIM3a KOHTPOJIBHOrO 00pasiia KBapIeBOH

kpynku bC-17

MaccoBas noas anainura, 10 % mac.
OnemeHT c. UCII-MC KontponbHas
i (n=10-20) METOHKA

Li 0,003 0,10 +0,02 0,13«%

B 0,05 04+0,2 0,9¢ 0,25
Na 0,2 4,1+1,0 4,0 3,5°%
Mg 0,04 0,9+0,2 0,4-1,3¢
Al 0,4 14+4 4,5¢-204

P 0,05 0,6 0,2 1,0+£0,3°¢

0,05 2,7+0,5 2,5¢

Ca 0,08 34+0,7 2,5%,2,5-5,34
Ti 0,03 0,6 £0,2 0,8%

\Y 0,0004 0,030 + 0,003 <0,14
Cr 0,005 0,06 £ 0,01 0,05%

Mn 0,005 0,10 £0,03 0,06%0,3 ¢

Fe 0,1 6,3+13 55+1,5¢
Co 0,0001 0,004 + 0,001 <0,5¢
Ni 0,001 0,03+ 0,01 0,074
Ge 0,0007 1,6 +0,1 1€
Zr 0,001 0,8+0,2 0,7¢

ITpumeuanue: mpenessl 00HApYKEHHS pacCUUTaHbI 10 3s-kputepuro. Kontponsusle Mmetonuxu: “ — [1d (MUI'X CO PAH, 10.B.
CokonpaukoBa);* — MHAA (HL um. U.B. Kypuarosa, . Mocksa); ¢ — ADC n?— XADC (UI'X CO PAH, U.E. Bacuinbsesa, E.B.
IITa6anoBa, O.A. IIpoiigakosa); ¢ — CII® (UI'X CO PAH, 10.B. CokoNbHUKOBA).

MeTtaniorpapuyeckne uccjae10BaHUS

C moMo1nipo MeTayuiorpaguueckoro aHajin3a MUKPOCTPYKTYPBI BO3MOXKHO IPOAaHAIH3NPOBAThH
MIOBEPXHOCTh 00Pa3lOB KPEMHHUS W IIUIAKOB, BHISIBUTH HAJIWYHE Pa3IUYHBIX (Pa30BBIX BKIIOUECHUH
[10].

Ha xadenpe Meranmaypruu mBETHBIX METaUIOB MPKYTCKOTO HAIMOHAIHHOTO HMCCIIEAOBATEIb-
CKOTO TEXHHYECKOTO YHHBEPCHTETa ObLIN MPOBEAECHBI MeTaIorpaduieckne UCCieoBanus oopas-
1oB kpeMHHs U nuiaka ¢ 3A0 «Kpemanii» ¢ momonisio Mukpockomna «Olympus GX-51» (Olympus,
Snonwust), ocHameHHoro nudpooii kamepoit Altera20 u nmpeaHa3HAYEHHOTO AJIS MOJIYUYSHHS B OTpa-
JKCHHOM CBETE CBETOMNOJIBHBIX M TEMHONOIBHBIX H300paXeHNH, H300pakeHUH TudepeHInaILHOTO
unTepdepennuansaoro kourpacta (DIC) n nzobpaxxenuii B nonsipuzoBanHoM cBete. [IpenenbHoe
yBennuenue Mukpockomna 1000x.

Hccnenyembie 00pa3iibl KPEeMHHS MOJHPOBAIM aJIMa3HOM MACTOW pPa3guyYHOW KPYITHOCTH
(ACM 60/40 HOM, ACM 20/14 HOM, ACM 10/7 HOM, ACM 3/2 HOM) nns AOCTHKEHHUS TIIa-
KOH M POBHOW MOBEPXHOCTH. JIJIsi BBISBJICHHUS MOJTHOW KapTHHBI MHKPOCTPYKTYpPBI MeTajia 00-
pasusl NOABEpranu TPaBIECHUIO. B mporecce TpaBleHUs yBEIUYUBAETCS KOHTPACTHOCTH MEXAY
HEOJTHOPOAHBIMHU YYaCTKaMU MMOBEPXHOCTH, YTO IMO3BOJISIET ONMPENENIUTh (ha30BbIi COCTAB CIUTKA,

CTCIICHb €0 OAHOPOAHOCTH U BBIABUTH MAKPO- U MHKpOI[G(I)CKTLI. B xagecTBe TpaBUTECIA KPEMHHC-
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BbIX 00pa3iioB npumensiin 40%-it pacTBop GTOPUCTOBOIOPOJHON KUCIOTHI, KOTOPAsi BO3JEHCTBYET
Ha IPaHULBI 3¢PEH KPEMHUS U €ro CILIABOB C MOCJISAYIOIICH NepenoinpoBKOd MUKPOULTH(OB, H
TpaBuTensb Jpma [6].

Hamn uccenenoBanus o0pa3oB TEXHHYECKOT0 KPEMHUS MOKa3alid, YTO OCHOBHAs JOJs Me-
TaJJINYECKUX NPUMeCeil, BOCCTAHOBIECHHBIX U3 IPUMECHBIX OKCHJIOB M MOCTYNAIOIIMX Ha MJIABKY
C CBIPHEBBIMU MaTepuajaM¥, CKOHICHTPUPOBAaHA BHE KPUCTaJsia KPEMHHUS M 00pa3yeT UHTep-
MeTaJUIUbl (B OCHOBHOM CHJIMIIM[IbI), KOTOPHIE PAacCIOjaraloTcs Ha TPAHUIAX 3€peH KPEeMHUs
(puc. 1, 2).

CornacHo JaHHBIM PEHTTEHOCIEKTPAIBHOIO MHMKPOAaHAJIN3a, BBIMOJHEHHOTO C MOMOIIBIO
3JIEKTPOHHO-30HJI0BOI0 MHKpoaHanu3aTopa Superprobe JXA-8200 (Jeol Ltd., Slmonwmst), naTep™me-
TaJUIMBI UMEIOT clieaytolne xumuueckue dpopmynsl: FeSi, FeSi, ,, FeSi, (4acto ¢ conepxanuem Al,
paBubIM 10-12 % Mac.); B oTHOcHTENIbHOM H300miIuu npucyTcTByoT FeAl;Siy, FeAlTiSi, B Ménbiiem
xonnuectBe — FeTiSi, CaFe, Al Si;, B He3HaunTeabHOM KonnuecTBe — CaSi,. XKene3o u aaroMuHUN

MoryT 00pa3oBbIBaTh HHTepMeTaLIH AlsFe,. Tutan o6sruHO BeTpeuaercs B Buae FeSi,Ti (u TiSi, — B

1 100 mxm

a 0

Puc. 1. Bkarouenus UHTEPMETAJJIMJAOB B TPABJICHHOM 06pa3ue TEXHUYCCKOIr0 KpEMHUS IPU YBECIUYCHUN 50x:
a — CBETJIOC 110JIC; 0 — TeMHOE T0JIe

100 mrm
a 0

Puc. 2. BkiItoueHU s HHTEPMETAJIUI0B B TPABJICHHOM 00pa3lie TEXHHYECKOro KPEMHU S B CBETIIOM I10JI€: @ — IIPH
yBenndeHuu 50x; 6 — npu yBenuuenun 100x
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clly4ae 3HaYMTENbHOTO COJEep)KaHUsl TUTaHa KaK MPUMeCH B KpeMHuHU). CTEXHOMETPUYECKOE COOT-
HOILLICHHE TUTAHA U aJJIOMUHUS B MHTEPMETaJUINAaX epeMeHHO. BeposTHee Bcero, B JaHHOM Cliydae
nmeet Mecto cMmech FeSi, Ti—FeSiAl.

[epen mpoBeaeHHEM aHaINW3a OT OCHOBHOTO MaTepualia IeYHOro Hujlaka oOTpe3au KyCOYKH 00-
pasioB HEOONIBIIOrO pa3Mepa ¢ MmoMollbio ctanka «Labotom-15» (Struers, [laHus) u 3anuBanu uX
akpmioBoit cmoioit Mapku VersoCit-2 kit (puc. 3). Hanee o6pasusl nuindoBany U MOJINPOBATIH ajl-
Ma3HbIMH mactamu PD-lubricant Ha nutugosanbHo-nonuposaibaoM ctanke (Tegramin-25, Jlanus) no
JOCTYDKEHUS TJIAKON U POBHOW MOBEPXHOCTH (pHC. 4).

B xozne meramiorpadguueckoro ucciieqoBaHUsi HaMU ObLIM OOHApYI)KEHbI KPYIHbBIE U MEJIKHE
BKpAIUICHUS] KPEMHUS B IEYHOM Iake (puc. 5).

B uccrnenyembix o0pasnax MEYHOro Iiaka ObUIO 3a(UKCHPOBAHO 3HAYUTEIBHOE KOJIUUYCCTBO
BKpAIUICHUI KpeMHHUsI, 3aITyTaBIIErocs M3-3a 3HAYUTEIbHON BA3KOCTH 1UTaka. [lo cTeneHn KHuCioT-
HOCTH (paBHOW 2,8) MaHHBIN UTAK OTHOCHTCS K <«JIJIMHHBIM IUTAKaM» H SIBJISETCS 0CO00 BSI3KHM.

HOBTOMy ITPA BBIITYCKE paciiaBa U3 €YU KOPOJBKHU KPEMHHSA 3aITy TBIBAIOTCA B HEM, BBI3BIBAsI TEM

CaMbIM MIOTEPH IIEHHOTO KOMTIOHEeHTa [14].

Puc. 4. Mukponumnd me4yHOro mIaKka s
MeTaJIIoTrpapuIecKUX UCCIEeIOBaHUH

1 100 mrn

a 0

Puc. 5. IloBepxHocTh 00pa3ua neunoro mutaka ¢ PTII Ne3 nocie miaHnoBoro peMoHTa pH yBenndeHuu 20x: a —
cBeTIIOE 10JIe; O — TEeMHOE IoJIe
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IIpu Beimycke kpeMHusa u3 PTII neyHoil miak nepexoguT B paciulaB, KOTOPBIM Jajiee MOI-
BepraeTcs OKUCIUTEIbHOMY padMHUPOBaHNIO. barogaps 3HauuTENbHON BA3KOCTH 9aCTh EYHOTO
1aKa OIyCKAaeTCs Ha MOJAUHY IIe4d U BbI3BIBAET «3apacTaHUE» BAaHHBI, OCEAasl Ha CTEHKax Jie-
TOYHOTO OTBepcTHus. [yIst 6oiee MOJHOTO yAaleHus IeYHOro UIaKa U3 eYr HeOOXOAUMO BhIIEp-
JKUBATh TEMIIEPATYPHBIA PEKUM, UMETh U30BITOK BOCCTAHOBUTEINSI B LIMXTE, BECTH MPOLECC MPH

rITyOOKOM MmocagKe IIEKTPOIOB.

HccaenoBaHusi XHMHYECKOI0 COCTaBa npoayKuuu

Ha 3A0 «Kpemumnii»

B nma6oparopun 3A0 «KpeMHHuii» NpoBEepKy KadecTBa KPEMHUS 10 H IIOCJIE OKUCIUTEIBHOIO
paduHUPOBaHUS, a TAK)KE aHAJIU3 IIIJIAKOB BBIIIOJIHSIOT 110 ATTECTOBAHHOW METO/IMKE KOJTUYECTBEH-
Horo P®A ¢ nomomsio criekrpomerpa ARL9900 (Thermo Fisher Scientific, CIHA). lnst KoHTpost
TOYHOCTH PE3yJIbTaTOB MCHOJB3YIOT cTaHAapTHbIe 00pasisl npeanpustus (COIT Si 5-2010, COII
Si3-2000), a Tak)xe KOHTPOJIbHBIE 00pa3Ibl NpeanpusITHs. JlTaHHBIM METOJOM B KPEMHHUH OIIpese-
JISIIOT COMEpIKaHue OCHOBHBIX mpuMeceii: Fe, Al, Ca, Ti, P (ta6ux. 3), a takxe Mn, Cr, Cu, V, Ni, Zn
(mo TpeboBaHUIO TOTPEOUTEICH).

HccnepnoBanue coctaBa MEYHOTO M PaGUHUPOBOYHOIO IIJIAKOB MPOBOMSIT METOJOM IIO-
nykonndecTBeHHOTo P®A [15]. CocTaB OKCHIOB pacCUUTHIBAIOT MO I'PagyHUpPOBOUYHBIM rpa-
¢ukam, mocrpoeHHbIM Ha ocHoBe naHHbiXx ananuza COIloB 3A0 «Kpemuuii». Ilorpem-
HOCTH ompeneneHust cocrtasusier a0 30 % OTH., YTO HE IO3BOJISIET BBINOJIHUTH (a30BBII
aHaJIN3.

Jl1s aHanu3a conepkaHUs KapOopyHIa B HUIAKaX IPUMEHSIOT XUMHUYECKUI rpaBUMETpHUe-
CKHI METO/I, IJle HABECKH I1JIaka 00padaThIBAIOT CMECHIO KUCIIOT M 3aTEM B3BEIIMBAIOT HEPACTBO-
pHUBIIKICS 0cagoK kapOuaa KpeMHHus (Taoi. 4).

Kak BuiHO M3 naHHBIX Tabnuubl 4, paQUHUPOBOYHBIN IIIAK B OCHOBHOM COCTOHT M3 OKCHJA
KPEMHUS; cofepxkaHue KapOopyHaa 3HaunTeabHo Hinke. OcHoBHBIE mpuMecH (Ca, Al) mpu okuciu-
TeJIHHOM paMHUPOBAHUHU U3 PacIljiaBa IepexosT B ILJIaK B BuJe okcuaoB. CoziepikaHue xenesa B

HIJIaKe HE3HAYUTECJIbHOC BBUAY HU3KOI'O €ro CpoOACTBA K KHUCIOpOAY.

Tabnuua 3. Pesynbrarsl POA 06pasnoB kpeMHUs

. [—— ConepxaHue 21eMeHTOB, % Mmac.
Fe Al Ca Ti P
) 201 02 0,22 0,85 1,27 0,032 0,0019
201p2 0,21 0,21 0,012 0,033 0,0024
301 02 0,23 0,83 1,30 0,030 0,0018
3 301p2 0,23 <0,05 <0,005 0,036 0,0018
60102 0,22 0,67 0,99 0,027 0,0016
6 601p2 0,21 0,11 <0,005 0,031 0,0002
60103 0,22 0,61 0,87 0,027 0,0017
6 601p3 0,21 0,14 <0,005 0,027 0,0017

Ipumedanue: p — 1poba 1mocie papuHIPOBAHHSL.
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Tabnuua 4. JlanHble aHANN33a XUMUYECKOTO COCTAaBa paGUHUPOBOYHOrO MITaKa

CozepxaHue KOMIIOHEHTOB, % Mac.
No mmaBkm - -
SiC SiO,* CaO Al,O4 Fe,0; [poune
201p2 2,3 77 12 7,6 0,12 0,98
301p2 0,86 92 3,5 2,8 0,086 0,754
601p2 2,2 87 5,1 5,2 0,079 0,421
601p3 1,5 87 6,2 5,1 0,089 0,111

IMpumeuanue: *— cymmapnoe cogepskanue Siu SiO, B nepecuere Ha SiO,.

3akJaueHue

[Monmy4eHHBIE pe3yNbTaThl aHATUTHIECKIX MCCIIEAOBAHUN 00pa3IoB KBapIEBOTO CHIPHS, TOTO-
Bo# mpoaykuuu u nutakos ¢ 3A0 «Kpemuuiiy OK «PYCAJI» (r. lenexos MpkyTckoii 001acTH) 10-
Ka3bIBAIOT BBICOKYIO X HH(POPMATHBHOCTb.

Jl1s ucciaenoBaHMs HCXOMHOTO CBHIPhS (KBapla) M KpeMHHUs pasznunyHoro Buaa B II'X CO PAH
UCTIONB3YeTCs KOMIUIEKC aHaUTHIeCKnX MeToauk: npsimoir ADC n PDA nnsa o0630pHOro aHanmsa;
XADC u UCTI-MC nociie OTTOHKH OCHOBBI U XUMHYECKOT'0 KOHIIGHTPUPOBAHUS TIpUMECEH sl aHa-
JIW3a YUCTHIX MaTtepuanoB. COBMECTHOE MIPIMEHEHUE 3THX METOIMK MO3BOJISAET HAICKHO OLIEHUBATH
KaueCTBO HCCIIEAYEMbIX 00BEKTOB TI0 IIUPOKOMY KPYTY 3JIEMEHTOB B IMaNa30HE KOHIIEHTPAINH NpH-
meceii ot 110 % mac. 10 mpoueHTOoB.

MeTamtorpaduieckoe UCCICAOBaHUE, TPOBEACHHOE Ha Kadeape METaUTypPruu I[BETHBIX Me-
TaJI0B pKyTCKOTO HAIHOHAIEHOTO UCCIIEAOBATEIIHCKOTO TEXHUIECKOTO YHHBEPCUTETA C TIOMOIIBIO
mukpockomna «Olympus GX-51», 03BOIHIIO BBHIITOJHUATE aHAIN3 MUKPOCTPYKTYPBI KPEMHUS U IILIa-
KOB. YCTaHOBJICHO, YTO OCHOBHAS JIOJS METAJUTMICSCKIX IPUMECEH, BOCCTAHOBICHHBIX U3 IIPUMECHBIX
OKCHJIOB, IOCTYTAIONIUX B MPOIIECC C CHIPHEBBIMU MaTepHUaiaMi, CKOHIIEHTPUPOBaHA BHE KPUCTAJIa
KpeMHHS U 00pa3yeT HHTEPMETAIITUIBI (B OCHOBHOM CHIUTHITUABI). JlaHHBIC BEIBOJBI TAKKE TIOATBEPIK-
JAIOTCS Pe3yJbTaTaMH PEHTTCHOCIIEKTPAIbHOIO MHUKpOaHaau3a. B uccienyeMsix oOpasiax maka
OBLJIO 3a)UKCHPOBAHO 3HAYUTEIHFHOEC KOJTUYECTBO BKPAILICHUH KPEMHUS, 3aITy TABIIETOCS M3-3a 3Ha-
YUTENbHOM BA3KOCTH IIJIAKa, YTO B CBOIO OUEPEAbh MPUBOIUT K MOTEPSIM IIEHHOT0 KOMIIOHEHTA.

Ha 3A0 «Kpemuuii» uzydeHue XMMUYECKOrO COCTaBa KPEMHUSI 10 U NOCIE OKUCIUTEIbHOrO
padbunupoBanus Ha cogepkanue Fe, Al, Ca, Ti, P, Mn, Cr, Cu, V, Ni, Zn BbIIOJHSIOT METOIOM PCHT-
TE€HOCIICKTPAIBHOTO (IIYOPECIIEHTHOTO aHann3a. [ cciueroBaHms COCTaBa IMEYHOTO U paduHUPO-
BOYHOT'O IIJIAKOB MCTOJB3YIOT KOMIUIEKCHYIO METOAUKY, TO3BOJISIIONIYIO ONpPEACIUTh COIepKaHUE
OCHOBHBIX OKCHJIOB ¢ TIoMomIbio PDA 1 kapOuma KpeMHHUSI — XUMHUSCKAM T'PaBUMETPUICCKUM Me-

TOAOM.

Aemopul svipascaiom bnazooaprocms compyonuxkam UI'X CO PAH: o.m.n., e.n.c. UE. Bacu-
avesotl, 0.¢p.-m.u., c.H.c. E.B. lllabanogoi, k.x.H., c.H.c. O.A. I[Ipoiidakosgoil, k.x.H., c.n.c. E.B. Yy-
napunou, a makace compyonuxam HL um. U.B. Kypuamosa 3a npogedenue conocmagumenbHbix
AHaIU308.

Paboma evinoanena no HUP 11.7210.2017/654 6 pamkax eocyoapcmeennozo 3adanus Munu-

cmepcmea u 0bpazosanus u Hayku P®.
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