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B ctatbe npeactaBneHbl Hanbonee adpdeKkTUBHbIE MHCTPYMEHTarnbHble MeToAdbl onpe-
AeneHns NpUMecHOro coctaBa KpeMHUS B UX pasBuTuu. [lokaszaHa ponb npeaBapuTeribHOro
KOHLIEHTPMPOBAaHWS NpUMeceln OTTOHKON OCHOBbI Npobbl B BuAe tetpadropmaa kpemuus. MNpu
conocTaBneHny MeTOAUK aHann3a KpemMHUs B MePBYIO 04epeb OLEeHMBany KONMYecTBO OA4HO-
BPEMEHHO onpeaensembix npumecen, npeaensl X oBHapyXeHus, AOCTYNHOCTb HEO0BX0AMMOTO

OGOpy,D,OBaHVIFI, ONNTENbHOCTb aHanun3a n ero CTOMMOCTb.
Knroyeenie crioga: erMHI/IVI, MHOrO3/IEMEHTHbIN aHanu3, KOHUEHTpMpOBaHue npwmeceﬂ,

npegensl 0bHapyXeHus npumecen.

LlennakoBa UpuHa PygonbcgoBHa — rmaBHbIN Hay4HbIA COTPYAHUK aHANIUTUYECKOW na-
6oparopumn UHX nm. akag. A.B. Hukonaesa CO PAH, nokTop xuMmmn4ieckux Hayk, npodeccop.

O6nacTb Hay4HbIX MHTEPECOB: aHanNu3 BbICOKOYUCTbIX BELECTB, onpenerieHne Hu3-
KUX KOHLEHTpaLMA 3N1eMEHTOB, aTOMHbIA CMEKTpPanbHbIA aHanu3, Macc-CrneKTpanbHbIN

aHanus.

ABTop 6onee 150 Hay4YHbIX NyGNUKaLUA B OTEYECTBEHHbLIX U 3apy6eXHbIX XKypHanax

M OBYX MOHorpadcmin.

LLlaBepuHa AHacTacus BacunbeBHa — ctygeHTka 5 kypca HoBocubupckoro lNocyaap-

CTBEHHOro YHuBepcurteTa.

O6nacTtb Hay4HbIX MHTepeCcOoB: aTOMHO-3MMUCCUOHHbIN CHeKTpaﬂbeIVI aHanus, onpe-
AerieHne npuMecHoOro cocrtaBa BbiICOKOYUCTLIX BeLleCcTB.

KpeMHun — ognH 13 OCHOBHbLIX Matepuanos
COBPEMEHHOW MUKPO- U pOTO3NEKTPOHMKIN. Tpebo-
BaHWs K METOAMKAM ero aHanumsa no Habopy onpe-
Aensiemblx NpumMecen u npegenam ux obHapyxe-
HUS 3aBUCSAT OT Ha3HAYEHUA METOLVK:

- 4N aHanu3a MeTannypruyeckoro KpeMHUS;

- OIS KOHTPOrsi pa3HbIX TEXHOMOIMA €ro OYUCTKY;
- ONs aHanu3a «CONMHEeYHOro» KpeMHUS;

- ONs aHanmM3a KpeMHUsi, Ucnonb3yeMoro B 6onb-
WX nHTerpaneHbix cxemax (BUC);

- 4NS HayYHbIX MCCreaoBaHnmM 1 ap.

B 6onblWKMHCTBE CriyYaeB METOAMKMN AOSMKHbI
OblTb MHOrO3/IEMEHTHLIMU U C HU3KUMU Npeena-
My 0BHapyxeHusa npumecen [1-3].

MeTannyprmyeckum KpemMHun 06bl4HO CoO-
aepxut, % mac.: n10'- Al n Fe; n-102 - Ca, Cr,
Ti n Ni; n-10-*- B, Cu, Mg, Mn, Mo, P, V u Zr [2].
TpeboBaHMsA K NPMMECHOMY COCTaBY BbICOKOYU-
CTOr0 KPEMHUSA 3aBUCAT OT UCMNONb30BaHUSA €ro
B KOHKPETHbIX 3JIEKTPOHHbLIX YCTPOMCTBAX U A0-
CTUraltT MO OCHOBHbIM 3JIEKTPUYECKN aKTUBHbIM
npumMmecsam B n P koHueHTpauuin 10-'°-10° % ar.

Mo [2] Tunn4HOe cogepXaHne NpumMecen B Kpem-
HUM 3NEeKTPOHHOro kavectBa (electronic-grade
silicon) coctaBnsieT, % mac.: Au < 1102, As, Sb,
CounAg=<1107% Cr<110° B, P, Zn, Ni, Cun Fe
-n-10%, Cun O -n105. B [3] npuBeaeHbl TpeboBa-
HUS1 K TPUMECHOMY COCTaBYy «COJTHEYHOrO» KpeMm-
Hus. CymMa 3MeKTpUYECKM aKTUBHbBIX NpUMecen
B 9TOM MaTepuane moxeT coctaBnatb 10310
% aT., Torga Kak npu coaep>xaHum npuMmecen ne-
pexogHbix metannos (Ti, Zr, V, Nb, Ta, Mo n W),
npesbiwatowem 102-10" at/cm®, cHuxkaetca KMO
dhoTo3aNeKTpMYeckux npeobpasoBaTtenen.

B HacToswen paboTte paccMoTpeHbl Hau-
bonee adekTnBHBIE METOAbl, WUCMOMNb3yeMble
B 0630pHOM aHanu3e KpeMHUsi — HEeWTPOHHO-aK-
TMBaUMOHHbIN aHanm3 (HAA), nckpoBasi Macc-
cnektpomeTtpusa (MMC), XMMUKO-CMEKTpanbHbIV
aHanu3 C OyroBbiM BO30YyXOEHUEM W3MyYeHus,
aTomMHo-abcopbunoHHbin aHanu3 (AAA), macc-
CMEeKTPOMETPUS C WMHOYKTUBHO-CBSI3@HHOM Mnas-
mon (UCM-MC) n Ttnetowmm paspsgom (MCTP).
lMpn conoctaBneHUn METOAMK aHanu3a KpeMHus

141



AHanumuka u KOHmMpPOosik. 2011. T 15. Ne 2.

B MEPBYIO ovepeb OLEHUBANM KOMUYECTBO OfHO-
BPEMEHHO ONpefensieMblX NPUMeECEN, Npeaensb NxX
oBHapy»XeHus 1 4OCTYNHOCTb Heobxoammoro o6o-
pynoBaHusi. HemanoBaxkHoe 3HayeHue, 0COGEHHO
npu oTpaboTke HOBbLIX TEXHOMOMUIN OYUCTKN KPEM-
HVS OT MpuUMeceil, UMEKT Takxe ANUTENbHOCTb
aHanusa v ero CToMMOoCTb.

AKTMBaLUMOHHBLIN aHaNn3

KpeMHuin siBnseTca TpaauUMOHHLIM OObeK-
TOM aKkTMBALMOHHOIO aHanuM3a — OAHOro U3 Hau-
Oonee 4yBCTBUTENbHbIX METOOOB OMpedeneHns
3NIEMEHTHOro COCTaBa BeLeCTB BbICOKOW YNCTOThI.
Cpenm BbICOKOUNCTbIX 0OBEKTOB, aHANM3NPYyeMbIX
aKTUBALMOHHBIMW MEeTOAaMU, KPEMHMIO MOCBSLe-
HO Hambonbllee 4ncro paboT, YTO OObACHSIETCS
OnaronpuaTHBIMU SOEPHBIMUA  XapaKTepUCTUKaMU
OCHOBBbI NpobbI: HeGOMbLLIOW NepuoA nonypacnaga
%1Si (2,62 4), Mmanblii BbIXO4 KBAHTOB €4MHCTBEHHOW
y-nuHum 3'Si (0,007 %). OTanbl pas3Butus mMetoaa
nanoxeHsol B [1]. ObLLee ymcno npumecen, onpeae-
nsemoe metogoMm HAA B kpeMHun, 6onblue 50 [1,
4-6]. Huskue npegenbl obHapyxeHus (10°-10" %
Mac.) onsa 36 anemMeHToB OCTUrHYThI B [7]. ABTOpa-
MW ONTUMMU3NPOBAHbI UHTEHCUBHOCTL U BpeMsi 06-
nyyeHns obpasLoB, BpeMS UX OXJNaXOeHUsa n gpy-
rve ycnosus aHanuaa. lNMpu obnyyeHnn TennosbiMu
HenTpoHamu GornbLlioro obpasua kpemuus (1500 r)
B TeyeHumn 50 yacos B paboTe [8] ansa 53 npumecein
nonyyeHsl cnepyowime npegensl obHapyxerus, %
mac.: Ir n Au - n-10"%; Sc, La, Sm, Eu, Yb, Lu, Taun
Re - n10%%; Ga, Ge, As, Pr, Ru, Ag, Sb, Cs, Tb, Hf,
W, Thu U - n10-'?; Cr, Zn, Se, Pb, Mo, Cd, Te, Ce,
Pr, Nd, Ho, Os n Hg - n-10""; K, Fe, Ni, Sr, Zr, In, Sn,
Ba, Gd n Pt — n-10"%; Cu, Y n Pd - n-10% Na, Ca,
Ti n Ge - n10-8. B [9] 29 npumecel ¢ oTAeneHnem
OCHOBbI MpoBbLI nocne obnyyeHusa onpefenanv B
KpeMHumn Ha ypoBHe 107-10"°% mac. (npegensbl 06-
HapyxeHus B [9] He npuBeAeHbl). DhdekT ncnosnb-
30BaHus HU3KOGOHOBOW NoA3eMHOM nabopartopum
B aKTMBALMOHHOM aHanuM3e 4YUCThbIX BELLECTB, B
YaCTHOCTUK KpeMHus, onucaH B [10].

[na onpegeneHuns kucnopoga wu yrnepopa
B KPEMHWM MCMNOMNb3yeTcs akTuBauusa npobd ycko-
peHHbIMU MoHamu *He. lMpepenbl oGHapyXeHUs
npu oNTUMAarnbHbIX YCITOBUSAX aHanmn3a cocTaBnsawoT
n-107% wmac. [1].

HeocnopvmbiM  JOCTOMHCTBOM  HEWTPOH-
HO-aKTMBaLMOHHOIO aHanus3a $BASTCS HU3KMe
npegensl OGHapyXeHuMs aHanuToB, KOTOpble B
cpedHem Ha 2-4 nopsgka BeNUYMHbI HUXE, YeM
npegensl 0OHapyXeHWsi MacC-CMneKTpanbHOro U
XUMMUKO-aTOMHO-3MUCCUOHHOIO  CMEKTParbHOro
meTonoB. K coxaneHuto, nocne YepHobbInibCKOM
kaTtacTpodbl MeToq cTan TpyaHodocTynHbIM. Cy-
LeCTBEHHbIMM HeAOoCTaTKaMy ero Takxe ABMSAOT-
CS NPOOOIIKUTENBHOCTL M AOPOroBU3HA aHanmsa
1, 11].
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Macc-cnekTpomeTp1MYeCcKuin aHanums

Macc-cnektpomeTpuss — oguMH u3 Hambonee
MHGOPMATUBHBIX METOAOB aHanusa kpemHus. B
nuTepaType onucaHbl MeToAuKM C pPasHbIMWU UC-
TOYHUMKaMu noHoB: nckpa (MMC), nasep (nasepHas
macc-cnektpomeTpusa - JIMC), Tnewowmn paspsg
(MCTP), nHaykTuBHO cBsi3aHHas nnasma (MCIl-
MC), MOHHBLIN Ny4yoK (Macc-CNekTPoOMeTpus BTO-
pU4YHbIX MOHOB - BUMC).

MeTtogom MMC B ogHOM 3KCNepuMEHTe onpe-
aensetca 6onee 70 npumecen, BKIoYas yrnepoa,
a3oT U Kucrnopod, ¢ npegenamuv obHapyxeHus
8o 10%-107 % mac. [12, 13]. AsTopbl [14] cHM3UMK
npenensl obHapyxeHus npumecen B8 UMC aHanu-
3€ BeLLECTB BbICOKOW YNCTOTbI A0 ypoBHSA 10-°-10-"
% mac, NpUMEHUB UX NpeaBapuUTENbHOE KOHLLEH-
TpupoBaHwue. MNpeanoXeHHbI MU «KMETOL, TOHKOIO
cnos» ans UMC aHanusa KOHLEeHTpaToB NO3BOMWI
yBeNMNYNTb KOIPPULNEHT KOHLEHTPUPOBAHUS A0
104-10° npu koadpbduMLMEeHTE UCMONb30BAHUS KOH-
LueHTpaTa, 6nuskom k eanHuue. Hegoctatkom MIMC
SIBMSIETCA OOPOroBm3Ha obopyaoBaHUSA, HE BbiMy-
CKaeMoro B HacToslLLiee BpeMsi CEPUIAHO, 4YTO orpa-
HU4YMBaAET €ro UCMosib3oBaHueE.

MeTogom nasepHoW Macc-CcnekTpomeTpum
Ha macc-crnektpomeTpe AMAJI-2 onpegenstTcs B
KpeMHUM 72 npuMecu ¢ npegenamm obHapyXeHus
10-4-10-% % mac. [15, 16]. C uenblo CHUXeHUs npe-
AenoB obHapyxeHus aBTopbl paboT [17, 18] npea-
NOXUINN METOOUKY KOHLEHTPUPOBAHUSA MpuMecen
OTrOHKOW OCHOBLI NMPo6bI, paccuntaHHyto Ha JIMC
aHanus koHueHtpaTa. Kpemuuin (~1 r) B Buge SiF,
OTrOHANU B aBTOKnaBse (peareHT XeF,) ¢ KOHUEH-
TPMPOBaHUEM NPUMECEN Ha MOBEPXHOCTWU aHanu-
3upyemMoui npoOel. Mpegensl obHapyxeHUs aHanu-
TOB, B TOM YUCIME pacrnpOCTPaHEHHbIX, AOCTUraloT
npu atom 10-8-10-"°% mac.

C nomouwbio BpeMANposieTHOMW fasepHoOWn
Macc-CnekTpoMeTpum Ha TaHOeMHOM na3epHOM
mMacc-pednekTpoHe peann3oBaHO  BbICOKOYYB-
cTBUTENBLHOE onpeaeneHune npumecenn H, C, N O
(npenen obHapyxexua C . = n-107 % mac.). Pas-
paboTaHa MeTogMKa OYUCTKM MOBEPXHOCTU MpO-
Obl NasepHbIM U3Ny4YeHMeM C MOAYNIMPOBAHHOM
00OpPOTHOCTBIO, BKOYalLWasa npeaBapuUTENbHYHO
OYMCTKY MOBEPXHOCTN NPOO N NOCTOAHHYH OYNCTKY
ee B xofe aHanmsa [19, 20]. Ha cerogHALWHUN oeHb
3TOT MeTo4 obecnednBaeT Hanbornee HU3KMe npe-
Oenbl 06HapyXeHMs ra3zoobpasyoLmx npumecen B
KPEMHUN — Ha YPOBHE aKTUBALMOHHOIO aHanmaa.

OnuncaHHble B nutepartype metogukmn WCII-
MC aHanusa kpemHusi TpebylT pacTBOpPeHMUS
npobbl. B ctatbe [21] KpUTUYECKN pPaACCMOTPEHDI
pasHble Cnocobbl paCTBOPEHMS KPEMHUSA B CMECHU
a30oTHOM U (PTOPUCTOBOLOPOAHON KUCHOT U yAa-
NeHns MaTPUYHOro anemeHTa u3 pacTtesopos. [lo-
Ka3aHO YCTPOMCTBO HarpeBaembix annapaToB Ansi
napocpasHoro pasnoxeHus obpasuoB nog Aasne-
HMWEM WNN C BbIMYCKOM NETYYMX NPOAYKTOB Hapy-
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XY, BbISIBIIEHbl X OOCTOMHCTBA W HepjocTaTku. B
paboTtax [21, 22] nogpobGHO paccMoOTpeHa XuUmusi
B3aMMOOENCTBUSA peareHToB C nNpoboun B yCrnoBu-
ax akcnepumeHTa. Mo [21] npu pasnoxeHun npob
B [BYXKaMepHbIX aBTOKaBax C pa3fesnbHbiM pas-
MelleHnem obpasuoB M [MaBHbIX PacTBOPSIHOLLNX
KOMMOHEHTOB (pacTBOpPEHME B Napax KUCMOT) nme-
€T MecTo peakuusi
3Si + 4HNO, + 12HF — 3SiF, + 4NO + 8H,0

c ynaneHuem kpemHusa B Buae SiF,. [MpoayKTbl k1c-
NOTHOrO BCKPbITUS NPO6 KPEMHMUs, MONyYeHHble
OTKPbITBIM WNU 3aKPbITbiIM (aBTOKNABHbLIM) CMO-
cobamn, 4acTo cogepxaT 3amMeTHble KonmyecTBa
KpeMHUVs, U CO3[aloT CrnekTparibHble nomexu npu
NCI-MC aHanuse. 3T NoMexu cBsi3aHbl C Hano-
KEHVEM Ha aHanuMTM4ecKkue MUKU MOSNTMaTOMHbIX
NOHOB, CoAepXKaLMX KOMMOHEHTbI aHaNn3npyembIx
pacTBOpOB M paboyero rasa, u KpblNibeB OT CUMb-
HbIX MUKOB MOHOB M30TOMOB KpeMHus. [Ons nsbas-
NEeHNs1 OT OCTATKOB KPeMHUS K 06pasuy 4O unv no-
cre ero BCKpbITUSA o6aBnsaoT HEGOMNbLION 00bEM
CEepHOM KNCMOThbI C MOCMEAYOLWNM BbiNapuBaHNEM
pacTBopa no4vTn JOCyXa N pacTBOPEHWEM ocTaTka
B 1 % a3oTHowm kucrnote. PagnkanbHbii cnocob m3-
GaBneHus OT cnekTparibHbIX MOMEX, BO3HUKAOLLMX
NPV KNCIOTHOM PasfoXeHUN KPEMHUS, — MPUMEHE-
HMEe CMEKTPOMETPOB BbICOKOI0O pa3peLleHuns.

AsTopbl [22] npn onpeaeneHun Cr, Ni, Cu un
Zn B MNOJNUKPUCTANSIMYECKOM KPEMHUU METOAOM
NCI-MC ucnonb3oBanM MUKPOBOJSIHOBOE pasfio-
XeHue B ycTpowncTBe, obecneumBarolleMm JocTa-
TOYHO NMOSMHOE OTAEeNeHMe MaTpuLbl OT NpUMecen
N MUHMManbHOE coAepXaHne UX B KOHTPOSbHOM
onbiTe (peareHtbl HF 1 HNO,). B [23] npobbl kpem-
Hus n kBapua ana WCI-MC aHanusa pasnaranu
B MukpoBonHoBon neun MARS (CEM, Matthews,
USA) B napax HNO, n HF. OctaTtok nocrne oTroHku
SiF, pacteopsanu B 2 % HNO, v aHanusnposanu Ha
kBagpynonsHom WCI1-MC cnektpomeTtpe ELAN
6100 (Perkin Elmer, CLLA) ¢ guHamunyeckon peak-
umoHHou sivenkon (DRC), Gnarogaps KOTOPOW CHU-
X€Ha MHTEHCMBHOCTb MOMEX NONIMAaTOMHbIX MOHOB
S8Ar'H*, 4°Ar'2C* n “°Ar'®O*, melwalLWmnx onpeaene-
Huto 3°K*, 52Cr* n 56Fe*, cCOOTBETCTBEHHO (B KayecTBe
peakuvoHHoro rasa ucnonb3osanca NH,). Joctur-
HyTble npeaernbl 06HapyxeHus, % mac.: Cd -4-10°;
Cr, Mn, Co, Cu, Agn Pb - n-108; Ni, Zn n Ba - n-107;
Mg, Kn Fe - n-10%. B [24] npeacTaBneHa MeToau-
ka NCIN-MC aHanmaa KpeMHUs Ha KBagpynosibHOM
macc-cnektpomeTpe Agilent 7500cs (Agilent Tech-
nologies) ¢ OKTOMONMbHOM pPEaKLUUOHHOW AYENKOMN
(ORC), 3anonHeHHOW renvem. AHann3 npobbl Bbl-
nonuanu B 3 atana. ®ocdop (C,_ =8,5-10°% mac.)
onpeaensnu no noHy okcuaga *'P'®0*, nuHua KoTo-
pOro MOXeT ObITb U3MEPEHA B PEXUME T.H. «XOJOA-
HOM nnasmbl» Nocne OTAeNeHnsa KpeMHUs B BUAe
SiF,. Mpu onpenenexun 6opa (C_ = 1107 % mac.)
NPUMEHSNN cneumnanbHble Mepbl 4ns npegoTepa-
LLleHMs ero notepb BO BPEMS MOAroToBkM Mpoo.

OcTanbHble Npumecy onpeaensnu ¢ npegenamMu
obHapyxeHus, % mac. (ykasaHbl B ckobkax): Li, Co
n U (n-10"); Mg, K, Mn, Ga, As, Sr, Zr, Nb, Ba, Tau
Th (n-10-'%); Na, Al, Cr, Fe, Ni, Cu, Mo, Cd, Sn, Sb,
W u Pb (n-10-°); Ca, Ti n Zn (n-10-?).

MeTtog NCI-MC He no3BonsieT onpeaensTs ra-
3006pasytome npumecn. K orpaHnyeHmsm metona
TakXe OTHOCATCS HeoBXOAMMOCTb WUCMONb30BaHUSA
CUMNbHO pa3baBneHHbIX PacTBOPOB (0ObIYHO COThIE,
B NyYlleM cry4ae JecsTble JOMnM NpoLueHTa no co-
Oep>XaHWIo OCHOBHOIO KOMMOHEHTa) M3-3a genpec-
CVIPYIOLLLETO BIIUSIHUS MATPUYHbLIX 31IEMEHTOB, «3aCo-
NeHns» OTBEPCTUIN KOHYCOB UHTEPENCa B cucteme
oTbopa 1 PoOpMUPOBAHUA MOHHOTO NMy4yKa, 0bpa3oBa-
HWS NONMaTOMHbIX MOHOB, NPUBOASILLErNO K MOBbILLE-
HUO NpeaenoB obHapy>KeHWs aHaNMTOB BCreACcTBME
creKTparnbHbIX MOMEX, OCOBEHHO B AMana3oHe Macce
ot 25 0o 80 a.e.m.. 31O orpaHMyMBaeT npegernbl 06-
Hapy>XeHWs1 Taknx TEXHONOTMYECKN BaXKHbIX NMpuUMe-
cen, kak P, S, K, Ca, V, Fe n As [25, 26].

ABTOpbI paboThl [27] ANs aHanu3a KpemHus
MCnorb3oBann Macc-CrnekTPOMETP BbICOKOrO pas-
peLleHnsl, KOTOPbI MO3BONSAN YCTPaHWUTb BMUS-
HMe NMomex NOoNMaTOMHbIX MOHOB. B aTOoM cnydyae
npegensl oOHapyXeHWUsi pacnpoCTPaHeHHbIX Mpu-
mecen Fe, Al, Ca, Mg, K, Cu, Naun Ti (n-10°% mac.)
onpefensnucb 3arpa3HeHMs MU, BHOCUMbIMU B
npouecce npobonoaroToBKu.

Ona npsiMoro aHanuaa BbICOKOYMCTbLIX Be-
WwecTB 3PPEKTMBEH MaCC-CNEKTPOMETPUYECKNIA
MEeTOo[, C MCMNOSMb30BaHNEM TRELLEero paspsaa, no-
3BONALNIA onpeaensaTe NpuMecu B npobax ¢ HU3-
Knmun npegenammn obHapyxeHusa 6e3 nepeoga ux
B pacTtBop. B pabote [28] npoBeneHO cpaBHeHue
NnpeaenoB obHapyXXeHUs NpUMecen B KPEMHUM Ha
Macc-CrnekTpoMeTpe BbICOKOro paspelleHna ELE-
MENT 2 (Thermo Scientific) c ucTouHnkamu TretoLe-
ro paspsifa v MUHOYKTUBHO CBsi3aHHOW nnasmoi. [ns
aHanusa kpemHust metogom VCI-MC 0,4 r npobbl
pacTBOpSAnNn B cMecu (pTOpPOBOLOPOAHOM 1 a30THOM
KMCNOT, BbiNapyBanu ocyxa u 0CTaTOK pacTBOPASN
B pa3baBrieHHoM a3oTHom kucnoTe o 20 mn. bonb-
lWwas 4acTb OCHOBblI Npobbl Mpy 3TOM yganaeTcs.
Mony4eHHble Npefernbl 0OHapyxeHnst 66 npumecen
coctasnsoT ansg NCMN-MC n10"-n10-¢ % mac., ona
MCTP - n10°-n107 % mac. ABTopbl [29] Ha TakoM
xe npnbope ELEMENT GD npegensl onpegeneHus
66 npumecel Npyn aHanmMae ocobo YNCTOro KpeEMHUS
meTogom MCTP nonyymnu B nHtepsane 110°-210-6
% wmac. MNpegenbl onpegeneHns aNeKTpuYeckn ak-
TMBHBIX NpuUMecen coctaBnsnu, % mac.: B - 1107,
P-7107, Asn Sb-310% aUwu Th —5-10°. MeTopg
MCTP ucnonb3oBaH Takxe komnaHuen Evans Ana-
lytical Group ans onpeaeneHust 73 npumecen B Cor-
HeYyHoM kpeMHun Ha ypoBHe 107-10° % mac. [30].
B [31] meTtog MCTP npumeHeH ons aHanmsa «con-
HEYHOro KpeMHUsI», B KOTOpoM Al HariaeH Ha ypoBHe
n-10%, B u P -n10°% mac.
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WMHdopmauna o cTtpaTermm aHanmsa «Cors-
HEYHOro» KpemHus, npuHaTon cupmon Perkin
Elmer, cogepxutca B [32]. imess B BUAy MHOroa-
NEMEHTHOCTb M AOCTAaTOYHO HM3KME npefernbl 06-
HapyxeHus npumecer (n-107 % mac. n Huxe), peko-
MeHOyeTCcs UCrnonb3oBaThb NpsiMon (6e3 otaeneHus
kpemHus) NCM-MC ananus 0,2 % pacTtsBopoB
KPEeMHUS Ha KBagpynofnbHOM Macc-CnekTpoMeTpe
ELAN DRC II.

B ctaTtbe [33] nokaszaHa BO3MOXHOCTb ornpe-
OereHnst NpMMecen B KPEMHUN HA OTEYECTBEHHOM
BPEMSANPONETHOM MacC-CMeKTPOMETpe C UMMYMbC-
HbIM TNewLwWnm pas3psgoM, OgHako npepensi 00-
Hapy>XeHus npumecen yctynawT TpaguuUOHHOMY
Trnewwemy paspsgy nocTosgHHOro Toka. lNpueege-
Hbl NpUMepbl onpeaenenus B, Zr, Ca, Ag, Ti, Sb, Cd
1 Mn Ha yposHe 10-°% mac.

XoTta metogq BUMC B nepsyt odepenb uc-
nonb3dyetca And aHanusa nosepxHocTn, B [30]
npeacTaBlieHbl TaKXXe ero BO3MOXHOCTU Ans o0-
30PHON XapakTepusaumm KpeEMHUSA NO MPUMECHOMY
cocTtaBy. Vcnonb3yetca npeaBapuTenbHOE WOH-
Hoe TpaBrieHne o6pasLoB, B Ka4eCcTBe NEPBUYHOIO
ny4ka npumeHsoTca noHbl O,* 1 noHsl Cs*. MNpuse-
AeHbl npegerbl 06HapyXeHUs npuMecen, KoTopble
MOryT ObITb NOSTyYEHbI NPU O4HOBPEMEHHOM Ornpe-
AeneHnn ofHoro-Tpex anemexToB (C ., % mac.):.
He (3-10%); Ta, H, C, O, F, S n CI (n-10-%); Ni, Cu,
Zn, Mo, W, Ge, Te n Au (n-107); Al, Ca, Co, Fe, Ga,
In, N, P, As n Sb (n-10-®); Be, B, Na, Mg, K, Ti, V u
Cr (n-10-%); Li (3-107°). Mmesi B BUAY BO3MOXHOCTb
onpegerneHus rasoobpasytownx npumecen (H, O,
C un N), xopoLuyto BOCNpoM3BOAUMOCTb onpeaene-
HUI N NPUMEHNMOCTb MeToAa k obpasuam pasHomn
dopmbl (KyCKK, FpaHynbl, NnacTuHbl), aBTop [34]
OnNs aHanuMsa «COMHEYHOro» KpeMHUs pekoMeHay-
et BUMC aHanus.

KomnaHus Balazs Nanoanalysis ans onpege-
nexust 6opa, occopa 1 MeTanIU4ecknx npuve-
CeN B «COJTHEYHOM» KPEMHMUM MPUMEHMNa MeToabl
MCTP (C . = (1-50)107 % mac.) u UCI-MC (C_ =
2:10° % mac. u Bblwe) [35]. Micnonb3yemoe obopy-
noBaHue B [35] He ykasaHo.

ATOMHO-ab6CcOpPOLMNOHHBLIN aHanu3

PekopgHble npegenbl oOHapyxeHust Ans
psga npumecen nonydeHbl B [36] npu OTroHke
KPEMHUS U aHanu3e ocTtaTtka MeTOAOM 3eKTpo-
Tepmuyeckoro AAA. Vicnonb3oBanu aBTOKNaBHoOe
pasnoxeHue npobebl no [37] B napax XeF, B nyHkax
¢dTOpONIacToBOro KoHTenmHepa. Ha 1 r kpemHus
pacxogoBanu 15 r andpTopmnaa kKceHoHa. ABTOKNaB
Harpesanu go 170 °C B cywmneHoOM wWwkady, obpa-
3yOLWNIACS B pesynbTaTe peakuum TeTpadTopua
KPEeMHUS OTrOHANCcs B obbem aBToknasa. Hene-
TYYUA B YCNOBUAX OTTOHKM KOHLIEHTpAT NpuMecen
(dbTopuakbl npumecen) otéupanu 0,05 mn ocobo vum-
CTOW BOAbI, NEPEHOCUNN B rpaduUTOBYIO NeYb Crek-
TpomeTpa Zeeman 5100PC n BbinonHanu AAA. B
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pabote [36] nogpobHO 0GCYyXAEHbI 1 MUHUMU3N-
POBaHbl UICTOYHMKM BO3MOXHbIX 3arpsisHeHui. [o-
CTUrHyTble nNpeaensl o6HapyxeHusa ons Al, Cu, Fe,
Ga, In n Ni coctasnswT n-10-°-n-10-"°% mac., ans
Li- 1-10"" % mac.

OMUCCUOHHbIN CMEeKTPanbHbIA U
XUMUKO-CNEeKTpanbHbIA aHanums3

K pgocToMHcTBaM aHanm3a KpeMHUsi MeTo-
AOM aTOMHO-3MUCCUOHHON cnekTpomeTpumn (AJC)
OTHOCATCS AOCTYMHOCTb annapaTypbl U OTHOCHU-
TenbHas nNpocToTa rpagyupoBku. B xumunko-cnek-
TpanbHOM aHanu3e 3TOro maTtepumana LMpOoKoe
npakTU4eckoe NPUMEHEeHUe Haluo KOHLEHTPUpO-
BaHVWe MpMMeceNn, OCHOBAHHOE Ha MpeBpaLleHum
OCHOBbLI MPOOkLI B NIeTy4ee coeanHeHne ¢ nocneay-
IOLEN ero OTrOHKOMN.

L. Vecsernyes B 1961 r. onybnukosan npsimyo
cnekTpanbHy0 METOAMKY OnpeaeneHust npumecen
B KPEMHUU C UCNOSIb30BaHMEM MNPepPbLIBUCTON (Ye-
pes Kaxdble 2 C ropeHus Oyru npepbiBaHve Ha 2
C) Ayrm nepemMeHHoro Toka (cuna Ttoka 9 A) B art-
mocdpepe aproHa [38]. MNpoby (10 mr) nomewanu B
HWXKHUIA PIOMOYHBIN 9NEKTPOA, BEPXHUN ISIEKTPOL
— YrOmnbHbIA CTEPXEHb, PACCTOSHNE MeXAOy drek-
Tpodamu 5 mMm. Bpemsa akcnosvumm cocTaBnsano
240 c. Ansa npumecen Cu, In, B u As HUXHsSS rpa-
HUUA onpefensemblX KOHLEHTpauuin coctaensna
n-10° % wmac. B pabote 1968 r. [39] TOT ke aBTOp
npu npsimom onpegenenus Al, B, Cu n Fe B kpewm-
HUM B OPYrUX yCNoBUAX BO3OYXOEHUS U3NyYyeHus
AOCTUr CyllecTBeHHO 6onee HU3KOW HWXKHENn rpa-
HUUbI onpedensiemMblx KoHueHTpauuin — n-10-% %
mac. Micnonb3oBanack yronbHasi Ayra noCTOSIHHO-
ro Toka B MOTOKe aproHa (cuna Toka 35 A). lNMpoby
(10 mr) momelwanu B BogoOXMa)KA4aeMbli PrOMOY-
HbI 3NEKTPO., Cry>KaLlUi KaTo4OM Ayru; paccTosi-
HWe Mexay anekTpogamu 8 MM, BpEMS AKCNO3UL MK
8 MuH. OTHOCUTENbHas cny4varHasa norpeLHoCTb
aHanusa coctasnsana ~50 %.

I MoppucoH n P. Pann B 1957 r. npeanoxu-
NN XMMUKO-CMNEKTParnbHYyl0 MeTOAuKY onpenerne-
Hua 6opa B kpemHumn [40], npegycmaTpumBaioLLyto
pactBopeHue npobebl B BogHom pacTteope NaOH.
Bop npu atom obpasyeT GopaTr HaTpus, KOTOpbIA
OTAEeNsinM OT OCHOBbl NPO6bI 3NEKTPONIUTUYECKMN.
Many4yeHune koHuUeHTpaTa npumMmecu Bo3byxxganum B
ayre nocTosiHHOro Toka (21,5 A) B atmocdepe ap-
roHa, MHTepBan KOHLUeHTpauui Oopa, onpegens-
eMbIX B KpeMHUM (HaBecka npobbl 1 r), cocTaBnan
107-10* % mac., BHyTpunabopaTopHasi npeumn3noH-
HocTb s, = 0,26. ABTopsbl [41] paspaboTanu xumu-
KO-CnekTpanbHyl0 MeToauky onpegeneHvs 6opa B
KpPeMHUM ¢ pacTBopeHnem npobbl B 25 % nnasuko-
BOW KMCNOTE B MPUCYTCTBMM MEPEKNCU BOAOPOAA.
PacTBop nepeHocunu Bo oToponsiacToByO YaLlKy,
pobaenanu 20 mr rpacmMTtoBOro nopollka M Bbl-
napvBanu pacTBOp AOCyxa C OTFOHKOW KpeMHUSA B
Buae SiF, Ha BoasHon 6aHe. PacTBopuTens coaep-
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Kan xnopHyto mep (katanusaTtop), a 4nsa npenot-
BpaLleHus notepb 6opa B npoLecce BbinapuBaHust
NPUMEHSININ MHOTOATOMHBbIV CNUPT — MaHHUT, obpa-
3ylOLWNA BGOPHO-MaHHUTOBbLIM Kommnnekc [42]. KoH-
LeHTpaT cxuranu B gyre NoctoaHHOro Toka (10 A),
BpeMs akcnosuumm — 2 MuH. Mpepen obHapyxeHus
Gopa B KpeMHuM npu HaBecke npobbl 0,5 1 cocTas-
nset 1-10° % mac. OTMeTUM, YTO NPaKTUYECKM BO
BCeX nocneayromnx pabortax npobbl KpemMHUs pas-
naranu B CMecWu a3oTHOW M NIaBMKOBOMW KUCIOT
NN B Mapax 3TUX KUCNoT, AN KOHLEHTPUPOBaHMWS
npumecer NCnosb3oBanun OTrOHKY KpEMHUSA B BUAe
TeTpadpTopuaa, a AN COXpPaHEHUS B KOHLEHTpaTe
6opa — MaHHWT.

K nepBbiM unccrnegoBaHnaM MO MHOroane-
MEHTHOMY XMMWKO-CMNEKTParibHOMy aHanm3ay Kpem-
HWUS OTHOCATCS PaboTbl, BbINOSHEHHbIE B IHCTUTY TE
xumum cunumkatoB AH CCCP X.M.3unbbeputenHom
c coaBTopamu B 1959-1962 rr. [43, 44]. B atux pa-
6oTax MPMMEHEHO KOHLUEHTPUpPOBaHUEe npumecen
OTroHKOW OcHOBbI Npobbl B BUAe SiF, npu pasno-
XeHun Hasecku B napax HF n HNO, 6e3 npume-
HeHWs konnekTopa. HaBecky nomeLLanu Ha NneHKy
TenioHa Ha NONOYKM B rpaPUTOBOM NeYn 1 nocne
OTrOHKM KPEMHUSI KOHLIEHTpaT npumMmecen nepeHo-
CUNu B KpaTep aHoA4a Ayrn NOCTOAHHOro Toka. Ans
KOHLLEHTPMPOBaAHUSA NeTyunx coeguHeHun Zn, In,
Ga, Tl, Bi, As, B n Sb 6bina onpoboBaHa Takxe nx
BakyyMHas otroHka npu 1300 °C c HakonneHnem
Ha Karnclrne, KOTOpbl 3aTeM CMYXWI 3NEeKTPOA0M
Oyrn nepemeHHoro Toka. [ocTurHyTble npeaensbl
obHapyxeHus gns In, Bi n Ga coctasnsawTt n-10°¢;
TI-3-10% ana B, Znn Sb - 1:10-4; As - 1:10-* % mac.

B pabote [45] uccnemoBaHa BO3MOXHOCTb
ncrnonb3oBaHus paspsiia B ropgyeM nosiom katone
AN onpefeneHus npumMecen B kpemHun. MNpumecn
npegBapuUTenbHO KOHLEHTpupoBanu obpaboTkon
nopoLLKa KpemMHUusl, NoMeLLeHHOro B ABa Mnonyuu-
nuHApa pa3bopHOro Nonoro Kkaroga, napamu nna-
BMKOBOMW M @30THOM KMCNOT (HaBecka npobbl 130 mr).
Cwuna Toka coctaBnsana 800-900 MA, BpeMs akcno-
31uun 2 MuH. [JocTUrHyThle npeaensl o6HapyXeHus
coctaBnstoT gns Ag, Mn n Cu - 2107, Ga u In - 410
7, Al m Ni - 2:10%, Mg n Fe -4-10-°* % mac. NMpegeneol
obHapyxenusi Cu, Al, Mg n Fe numutupyrotca co-
OepXXaHnem aTux Npumecen B matepuane katoga.

PasnoxeHne KpemHWss napamu asoTHOW W
¢dTOPOBOAOPOAHONM KNCNOT Mo [43, 44] LocTaTOYHO
anutenbHo: Haeecka 0,5 r, noMeLeHHada Ha pTopo-
NnacToBylo NNeHKy, pasnaraetcsa 3a 30-40 yacos.
B [46] npouecc nHTeHCUdUUMpoBann NOBbILLEH-
eM TemnepaTypbl napoB KucroT. C aTon uenbio
Oblna u3roToBrneHa kamepa n3 gproponnacra-4, B
KOTOpPOW 30Ha B3aMMOLEWNCTBUS NMapoB KUCMOT C
npobon (Harpeaetca go 160-200 °C) Obina otae-
neHa oT 30HblI 0b6pa3oBaHMa nNapoB (HarpeBaeTcs
00 105-110 °C). Kpome TOro, KoHUEeHTpaT npuMecen
KopoTkoe Bpemsi nporpeeanu go 190-200 °C. Bpe-

MSI MOArOTOBKM MPOObI TOW e HaBECKN KPeMHUS
YMEHbLUNIOCH Mpu 3TOM A0 5-7 4Yacos.

ABTOpbl [47] 3aMeHWNV KOHLEHTpUpoBaHue
npuMecen OTFOHKON OCHOBbI NPO6bLI B Napax KMCroT
pacTBopeHuem npobel B cmecn HF n HNO, ¢ nocne-
OYIOLWMM BbiNapvBaHWEM pacTBopa 0 MUHUMarb-
HOro oobema. ATOT pacTBOP-KOHLEHTPAT NEPEHOCHU-
1N Ha NNOCKNE TOpLIEBbIE MOBEPXHOCTU rPadhnTOBbIX
3NEeKTPOAOB, 3aLUULLEHHbIX MAEHKOW nonuctupona.
ManyyeHne BO30Oyxganu B fyre nepemMeHHoro Toka
(cvna Toka | = 8 A). lNpwn HaBecke 1 I npeaensl Ha-
OEeXHoro obHapyxeHusi coctaensaoT ans Mn, Pb u
Ni - n-107, pnga Cr, Cuun Al - n-10°% mac.

B 1989 r. X.1.3unbbepLuteiH ¢ coaBTopamm
B CTaTbe, MOCBSALLEHHON XUMMUKO-CNEKTparbHOMY
aHanusy okcmupa kpemuua [48], onucan npeano-
XXEHHble paHee pasHble NpuemMbl KOHLEHTpUpOBa-
HUS MpUMMEecen M aHanmsa KOHUEeHTpaTa C TOYKM
3peHnsa JOCTUXEHNA MUHUMAarbHbIX NpeaenoB uUx
obHapyxeHusi. B ctatbe nocnepoBaTenbHO pac-
CMOTPEHO pasfnoXeHne HaBeCckn Npobbl PTopucTo-
BOLOPOAHON KncnoTon ¢ otroHkon SiF,; napodas-
Hoe pasnoXxeHne BO oToponnacTtoBomn kamepe [46]
n aBtoknaeax [49, 50]; napodasHoe pasnoxeHue
HenocpeacTBEHHO B rpaddMToOBOM MOSIOM KaTode
unu B rmybokom rpadumtoBom anektpoge [49]; na-
podasHoe pasnoxeHme Ha Topue rpaduToBOro
anekTpoga [51]. Bo Bcex BapuaHTax nogpobHo 06-
cy>xeHa npobrnemMa CHUXeHUs1 cogep)XaHusa npwu-
MecCeW B KOHTPOSTbHOM OMbITe.

BbinonHeHHble B Poccun nccnenosaHus no
XUMMKO-CNEKTPanbHOMY aHanu3y KpeMHus npeg-
CTaBrfeHbl B BUAe metoauk B kHure [52] n NOCT
[53], a Takxe onucaHbl B MOHOrpadun [54]. 3Tu me-
TOAVKM NpedycMaTpyBaloT pacTBOPEHME KPEMHUS
B CMeCU a30THOM U MNaBUKOBOW KUCHOT, yaaneHue
ero u3 pactsopos B Buae SiF, B npouecce Bbina-
puBaHus Ha rpadTOBOM MOPOLLKE 1 BO3DYXXAEeHUEe
N3ny4yeHuns B fyre NnocTOSAHHOro Toka. MicnonbaytoT-
cs1 ob6pa3supbl CpaBHEHUSA Ha OCHOBE rpaddUTOBOrO
nopoweka. B [55] cnucok npumecen, onpegense-
MbIX MO 3TUM MeToaukam, 6bin pacwunpeH o 40.
Mpenenbl obGHapyXeHUs 3NeMeHTOB COCTaBWUMU
n-10-%-n-10-% % mac.

Kak 6bino ckasaHo Bbiwe (cm. pa3gen «Macc-
CMEKTPOMETPUYECKUMA  aHanu3»)  MpOAyKTbl
BCKPbITUS NMPOB KPEMHUA B CMecH a3oTHOW U nna-
BMKOBOW KMUCINOT 4YacTo COAepXaT 3aMeTHble KO-
nu4yecTBa OCHOBLI. [Mpy BbiNapMBaHUM TakuMx pac-
TBOPOB 00pasyetcs 06bEMUCTLIN Benbli OCTaTOK,
cogepxawmm kpemHun. M.M. MuptoTko [56] ob6bsic-
HAeT ero obpa3oBaHMeM KpeMHedTopnga aMmo-
HUS N0 peakuuu:
4Si + 18HF + 2HNO, = 3SiF, + (NH,),SiF + 6H,0.

KonuyectBo ocTaTka 3aBUMCUT OT MHOIMX
haKTOpPOB — KPYMNHOCTb YacTuL, Npobbl, B4 Npobbl
(nonukpucTannuyeckasi, MOHOKpUcTannuyeckas),
COOTHOLUEHWE KUCIOT B pacTBopuTene, Temnepa-
Typa pacTBOpPEHMs, TemnepaTypa BbiNapuBaHUs
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[46, 54, 55]. Obpa3oBaHne ocTaTka CyLECTBEHHO
OCINOXHSET MHCTPYMEHTanbHyl0 YacTb aHanumsa
no [53, 55] ns-3a «BbibpacbiBaHWS» KOHUEHTpaTa
M3 3neKkTpoda M HEeCOOTBETCTBUS COCTABOB KOH-
LeHTpaTa u ob6pasuoB CpaBHEHUS, a Takxe BedeT
K NOBbILLEHMIO NPeaenioB 0OHapyXeHNss NPUMeCceNn.
B npakTtuke pabotbl AHanuTtudeckorn nabopatopum
MHX CO PAH BcTpevanucb ob6pasubl MNOMUKPU-
CTannM4Yeckoro KpeEMHUS, aHanna KoTopblx No me-
Toaukam [53, 55] He ynaBanock BbINOMHUTE UMEH-
HO 13-3a 06BEMNCTOrO ocTaTka Npu BblnapnBaHuUm
pactBopa npobbl gocyxa.

MpocTeiM cnocobom m3baBneHus oT ocTaTt-
ka, obpasytoLlerocs npu BbiNnapMBaHMK pacTBopa
KPEMHUSA B CMECU MNIABUKOBOW N a30THOWM KMCIIOT,
aBnsieTca gobaBneHne Kk pacTBopy HebonbLIOro
obbema cepHOM KMCNOThl. OTOT cnocob, NcnonbL3o-
BaHHbIN B [21] ANA macc-cnekTpanbHOro aHanusa
KPEMHUS, HENPUrodeH B crniyyae, korga Tpebyetcs
MoNy4nTb CyXOW KOHLEHTpaT (BO3OyxxaeHne many-
YeHuns B Oyre), OAHAKO OH MpMEMIIEeM, KOrga KOH-
LeHTpaT nogaeTcsi B UCTOYHMK BO30YXXAEHUS B
BUAEe pacTBopa, B YacTHOCTH, B meToge ADC c BO3-
Oy>XAEHWEM U3NYYEeHUS B UHOYKTUBHO CBS3AHHOW
nnasme (UCI-A3C).

OTmeTum, 4TO Npepenbl 0GHapyXXeHust pac-
NPOCTPaHEHHbIX NpUMecein MeTOAOM XWMMWKO-
CrneKTpasnbHOro aHanmsa MoryT OblTb CyLLEeCTBEH-
HO CHWXEHbl MyTeM MNPUMEHEHUS cneunanbHbIX
npMemMoB MOArOTOBKU NPOO6, CHMXAaKLWKX YPOBEHb
3arpsisHeHun [49, 51, 57].

Meton WCI-A3C, kak n meton WCII-MC,
LUMPOKO pacnpocTpaHumics B MUpe 3a nocregHue
gecatuneTus, B TOM 4Yucne Ansi onpedeneHuvs
NPUMECHbLIX 3MEMEHTOB B BELECTBAaX BbICOKOM
ynctoThl [58, 59], ogHako ona aHanu3a KpeMHus
ero aHanuMTM4eckue BO3MOXHOCTW B nuTepaType
npeacTaBrieHbl faneko He nonHocThil. B pabote
[60] onucaH aHanua kpemHust metogom VCI1-A3C
C npeAaBapuTeribHbIM BCKpPbITUEM MPOObLI CMECHIO
NnAaBMKOBOM M a30THOW KUCIOT M NocrefyroLlen
OTrFOHKOW OCHOBbI Npobbl B BuAe TeTpadropuia.
MeToauka nogpasymeBaeT onpeneneHue nub 11
npumecHbix anemeHToB (Al, B, Ca, Cr, Cu, Fe, Mg,
Mn, Ni, Tin V) c npegenamun obHapyxeHus ot 2-107
% mac. (V) po 10 % mac. (Ca). Ewé ogHa NCII-
A3C meToauka onucaHa B pabote [61], B KoTOpon
onpegensatTca npumecu Ca, Ti, Vn Cu (n-107), Mg,
Al, Mn, Fe, Co n Ni (n-10%) n Cr (n-10°*% mac.) ¢
npegenamv obHapy>XeHus, NpuBeAEeHHbIMU B CKOO-
kax. B aton pabote npoba pasnaraetcsa napamu
NnaBMKOBOW N a30THOW KUCMOT B aBTOKNaBe, a Ans
npepoTBpaweHns notepb Al n Ti k Hen pobaBnseT-
cs1 HebOMbLLOE KONMMYECTBO CEPHOM KMCOThI. [1po-
uenypa obecnednBaeT HU3KUIN YPOBEHb 3arps3He-
HUI 1 HebonbLLo 06beM KOHeYHOro pacteopa (~1
mn). OTaeneHne ocHOBLI NPobbl HE NpeaycMoTpe-
HO. lMpuUMeHseTCa aNeKTPOTEPMUYECKMIA BapuaHT
NCI-A3C, korga B nnasmy nogawTcs napbl Npo-
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6bl. MeToa VCI-A3C npumeHeH Takxe B paboTax
A. Kitazume gna onpegenexunsa P [62] n B [63] B
cnosx kpemHus. B [63] nneHky kpeMHusa ¢ nnatu-
HOBOW NOANOXKW CTpasBnuMBanuM CMeCbio a3oTHOM
M MNaBMKOBOW KMCMOT, BbiNapvBanu TpaBUIbHbIN
pacteop npu 110 °C, pacTBOpsnn CyXon OCTaToK
B 200 mkn Bogbl n 10 MKN nepeHocunu Ha nna-
TMHOBYIO MPOBOMOYKY AN 3MEKTPOTEPMMUYECKOTO
NCI-A3C aHanusa no [64]. Ans npegoTBpalleHust
notepb 6opa npu BbiNapuBaHuM TPaBUIIbHOTO pac-
TBOpa K Hemy [o06aBnann pocdopHy KUCNOTY
(obpasyeTcs ctabunbHbI bocdua 6opa). AHarno-
rmyHas NCIM-ASC meToguka npumeHeHa ans no-
CIoVHOro onpefenexHnsa gocdopa B KpeMHUU [62].

B [65] ons onpegeneHua B metannypruye-
ckom kpemHumn Al, Ca, Fe, Ti n B npeanaraetcsa
ncnonb3oBatb MeTog ADC ¢ Bo3OyXaeHMEM 13ny-
YeHUs1 B BbICOKOYACTOTHOM Tnetowem paspsge. K
coxaneHuto, B [65] He npuBeaeHbl npeaensl o6Ha-
pY>XeHWs aHanuToB.

HakoHel, B [66, 67] onMcaHa aTOMHO-3MUC-
CWOHHAasi crekTpanbHas MeTOoAMKa Hepaspyluaro-
Lero onpefeneHns 6opa B KpeMHuM ¢ oTbopom
npobbl 1 BO3OYy>XAEHWEM U3MNyYEHUS UMMYMbCHbIM
nasepom. Vicnonb3oBancs HeoguMOoBbIV nasep (A =
1064 Hm) B aTmocepe renus. lNapameTpsbl nasepa
ONTMMU3NPOBaHbI ANS aHanu3a KpemMHUs, B YyacT-
HOCTMW, Ana onpegeneHvs 6opa B kpemHuu. lpe-
aen obHapyxeHns 6opa coctasun n-10°% mac.

BbiBoabl

1. B nutepartype npeacrtaBneH 60nblION apceHan
MeToaoB 0630pHOro aHanm3a KpeMHUS C pasHbIMU
BO3MOXHOCTAMW No Habopy onpenensiemMbix npu-
mMecewn 1 npegenam mx obHapyxxeHus. Beibop me-
TOAa 3aBUCUT OT peLlaemMon 3a4ayun n MMeLero-
cs (Mnn npnobpeTaemoro) obopyaoBaHus.

2. Hanbonee Hu3kue npegensl 06HapyxeHnsa npu-
Meceln nNpy MHOrO3NEMEHTHOM aHanm3e KpemMHUsi
(8o 10"* % mac.) obecneunBaeT MeTO HEMTPOHHO-
aKTMBALMOHHOIO aHanuaa, ogHako TpygHo4oCTyn-
HOCTb WCTOYHWMKOB 0ONy4YeHus, OUTENbHOCTb U
OOpOroBM3Ha aHanu3a orpaHnynMBaT ero Mcrnonb-
30BaHue.

3. Huskune npepensl obHapy>xeHUs aHanMToB BCe-
MW MeTodamWu OOCTUralTCsa Npu npeaBapuTenb-
HOM OTAENeHMM OCHOBLI NMpobbl. MNMpobonoaroTos-
Ka Mpyv 3TOM BKITHOMAET KMUCIIOTHOE pacTBOpeHME
npo6wbl (cmeck HF, HNO,, nHoraa ¢ H,0, nHoraa ¢
Aobaskow H,SO,) 1 BoiNapusaHue pacTsopa C yaa-
neHvem kpemHusa B Buge SiF, unu pasnoxeHve B
aBToknaBe B napax XeF, ¢ ynanevvewm SiF,.

4. BoiCOKOMHGOPMAaTUBHBIMU U CPaBHUTENBLHO O0-
CTYMNHbIMU NpY 0630PHOM aHanNM3e KPEMHUS ABMS-
IOTCA METOAbl MacC-CNeKTPOMETPUN C MOHM3aLMEN
B MHAYKTUBHO CBA3aHHOW Nnasme (npegenbl obHa-
pyxeHust n10""-n10-% % mac.) n Tnetowem paspsage
(n10°-n107 % mac.), peanusyemble Ha npubopax
BbICOKOro paspelueHus. lNocneaHuii metog Gonee
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TEXHONOrMYeH, NOCKONbKY He TpebyeT pacTBope-
HUs NpoObl. HegocTaTkoM sIBNSIETCS BbICOKasi CTO-
MMoCTb Heobxoaumoro obopyaoBaHus.

5. [lyroBo aTOMHO-3MUCCUOHHLIN CNeKTpanbHbIn
aHanM3 C KOHUEHTpUpoBaHMEM npumecen faet
BO3MOXHOCTb onpeendatb ogHoBpeMeHHO o 40
npuMeceln B KPEMHUM C NMpeaenammn obHapyXeHus
n10-8-n10-°*% mac. Bo3MOXHOCTM aTOMHO-3MUCCU-
OHHOTO CMeKTpasnbHOro aHanunsa c Bo30yXXaeHnem
N3Ny4YeHus B MHAYKTUBHO CBSI3aHHOW Nrasme npu
0030pHOM aHanu3e KpeMHus B nutepaType npeg-
CTaBMeHbl AaneKko He NOMHOCTbIO.

6. MeToOooOM anekTpoTepMMYECKOro atToMHo-abcopob-
LMOHHOIo aHanu3a ¢ npeasapuTenibHbIM OTAENEHU-
€M OCHOBbI NPOoObI BO3MOXHO onpeaerieHne oTaenb-
HbIX Npumecen Ha ypoBHe 10110 % mac.
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THE DETERMINATION OF IMPURITIES IN SILICON (REVIEW)

I.R. Shelpakova, A.V. Shaverina

Nikolaev Institute of Inorganic Chemistry
Siberian Branch of Russian Academy of Science
Acad. Lavrentiev Ave., 3, Novosibirsk, 630090, Russia
shelp@pniic.nsc.ru

In this review we present the most effective methods of impurities determination in silicon under their
evolution. It has been shown the significance of preliminary concentrating of impurities by distilling off the
sample base in the form of SiF,. By comparing the analytical procedures for characterization of silicon we
mean the quantity of impurities which are determined in the same time, the limits of their detection, the acces-
sibility of the needed equipment, the duration of analysis and its cost.

Key words: silicon, survey analysis, concentration of impurities, limit of detection.
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