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[MpencraBneHbl 9KCnepMMeHTasbHbIe
pesynbTaThbl, NokasblBaloLme BO3-
MOXHOCTb MOJTy4YEHUst KPEMHUS Mapku
«COJIHEYHbIN» MyTEM pPeKpUcTanIMsaumnm
METaTypPruyeckoro KPEMHUS B IErkO-
NiaBKMx MeTanax, HanpumMep 0J1I0Be, U
BbIpaLLVBAHNEM U3 MOJTYHEHHBIX YELLYEK,
nocne nx JoMNoNAHUTESIbHON XUMNYECKOW
noAroToBKM, MOHOKpUCTasia KpeMHMS
no metoay Yoxpanbckoro. MNpoBeaeHb!
9KCMEPUMEHTBI MO OYNCTKE JIErKOMIABKO-
ro Metanna (0s0Ba) nocne 3aBepLUeHns
LK1 NosTyYeHNst KPEMHUEBBIX YeLLyek

C LEe/blo MOBTOPHOMO €ro 1CMnoJib30Ba-
Husi. OymcTKa 0J10Ba OCYLLECTBIIEHA ME-
TOLOM BaKyyMHOW Aerasaumuy pacnnasa
0J10Ba, ero GunbTpaumnein, a 3aTemM 30H-
HOW nepekpucTamdaumen. KayectseH-
HbIA U KOMYECTBEHHBIN aHaIN3 UCXO0-
OHbIX MaTepuanoB KPEMHUS 1 0N10Ba U UX
COCTaB MOCJE Pa3NYHbIX CTAAUIN TEXHO-
JIOrMYECKOro NpoLecca OCyLLECTBAEHbI
METOA0M PEHTrEHOMTYOPECLLEHTHOIO
aHann3a. CTpyKTypHble 0COOEHHOCTY MNO-
JIyYEeHHbIX KDEMHUEBbIX YeLlyek nccneno-
BaHbl METO0M PaCTPOBOW 3N1EKTPOHHOM
MUKpockonuu. NMpoBeaeHbl N3MepeHns
Tvna 9NeKTPONPOBOAHOCTM METOAOM
ropsiyero 30H4a U yAenbHOro 9NeKTpu-
4EeCKOro COnpoTUBIEHMS NMOJTYYEHHOTO
MOHOKPUCTaJIMYECKOr0 CANTKA KPEMHMS
YeTblPEX30HA0BbLIM MeTofoM. MNokasaHo,
YTO BbIPALLEHHbIN MOHOKpUCTaNInMye-
CKWUIA CINTOK MMEET COCTaB MO KPEMHUIO
>99,999 % (Bec.), n—T1n NPOBOANMOCTH,
€ro yaenbHOe 31eKTpUYecKoe ConpoTuB-
JleHne cocTaBnsieT He MeHee 2 OM - CM.
OnuncaHHble NapamMeTpbl COOTBETCTBYIOT
KPEMHUIO MapKU «COSTHEYHbIA» 1 NOof-
TBEPXAAIOT BO3MOXHOCTb €r0 NOAy4YeHNst
13 METANITYPrUYECKOrO KPEMHUS MYTEM
pEKpPUCTANIN3aLMA B IETKOMIABKUX Me-
Tannax, Hanpumep oJioBe.

KnioueBble cnoBa: MeTaniypruiyeckmmn
KPEMHUI, MOHOKPUCTAININYECKUNI KDEM-
HWIA, 0SI0BO, O4NCTKA, MEPEKPUCTANIN-
3auus.

Beenenne

CosnneuHada (poToOdJIEKTpUYE-
CKasdA DHepreTmkKa, KOTOPYIO IpU-
HATO 3a pyDOeskoM Ha3bIBaTb (POTO-
BOJIbTAMKOI, B HACTOAIIEE BPEMSA
sABJIsIeTCS OAHON 13 HamuboJiee ObI-
CTPO pasBuBarIIUxcsa obJacTeit He
TOJIBKO B DHEPTETUKE, HO U cpenu
JIPYTUX OTPACJIEN ITPOMBIIIJIEHHOCTI
[1]. B 2008 r. cymMmapHas MOLIHOCTD
COJIHEYHBIX (POTOBJIEKTPUIECKUX
ycTaHoBOK (C®PIY) B Mupe cocTas-
aana 13 I'Br, a B mzauajye 2014 r. —
yeke 6osee 140 I'Br. [Inanupyercs,
uTo B 2030 I. X 00'bEM JOJI3KEH IIpe-
BeicuThb 700 I'BT. OKupmaercs, 4To
CyMMapHas MOIIHOCTb BBEJIEHHBIX B
2015 r. CPIY B Mmupe cocTaBUT 00-
see 50 I'Br [2, 3]

Bricokme Temnbl pasButua o-
TOBJIEKTPUYECKON ITPOMBIIIJIEHHOCTI
¥ aKTUBHBIN POCT JMHAMUKY PbIHKA
(pOTOBOJIBTAUKY BBIHYKIAIOT IIPO-
U3BOAUTEJIEN BBICOKOYNCTOTO KpeM-
HUA yAeJATH 00JIbIlle BHUMAHUA
JCCJIeJOBAHUIO ¥ Pa3BUTUIO IIPO-
1IeCCOB IIOJIyYeHUA KPeMHIUA Map-
KU «COJIHEUHBI» [4]. B HacToAlIee
BpeMs HanboJjiee 4acTo UCIOJIb3YIOT
JIBa MIOAXOZa Ha OCHOBE XUMMYe-
CKOT'0 OCa’KJIeHN [1apOB. HaJIasKeH-
HBIJ IPOM3BONCTBEHHBIV IOAXOT,
u3BecTHbI Kak CuMeHC—IIpoIlecc
[65—7] n TexHOJIOTMUECKYIE CXEMBbI
IIPOUBBOACTBA Ha OCHOBE PEAKTOPOB
KUIIAIIETO cJo4 [8, 9]. Yake ceituac Ha

6as3e KpeMHA, [I0JIYYEHHOTO 9TUMUI
nporeccamu, co3gano dosee 85 %
coBpemMeHHbIX CDPIY. EcTb yBepeH-
HOCTBb, 4TO YyJIY4IlI€eHHble BapMaHThI
STUX ABYX TUIIOB IIPOILIECCOB OynyT
OCHOBHBIMU B IIPOM3BOJICTBE KPEM-
HUA AJ1 POTOBOJILTAMIKY B OJIMKai-
rem O6yaymem [10].

CyMmMapHBI 00'beM IpoOuU3-
BOJZICTBA BBICOKOYMCTOTO KPEMHNA
B 2004 r. cocTaBmy ~7 TBIC. T, a yiKe
B 2008 r. 6110 IpOMBBEIEHO OoJee
70 Teic. T. IIpn nepepaboTke oT-
XOJ0B IIPOM3BOJACTBA KPEMHUA B
BJIEKTPOHHO IIPOMBIIIJIEHHOCTH B
2004 r. 6bLJIO TIOJIy4YeHO ~3,5 ThBIC. T,
a B 2008 . — 15 TbIC. T KPEMHUA.
CrnpoeKkTUpoOBaHHBIE KPEMHMEBBIE
IIPOM3BOJCTBEHHbIE MOIIHOCTH, JO-
CTYIHBIE IJ (POTOBJIEKTPUUECKUX
npeobpaszoBareeii (PIAII) B 2014 r.,
10 Pa3HBIM MCTOYHMKAM, COCTaBJIA-
an ~310—429,86 Teic. 1. IIpn sToM
oT 27 po 30 TbIC. T 3TOTr0 KPEMHUA
JICIIOJIB30BaJIa DJIEKTPOHHAA IIPO-
MBIIIJIEHHOCTS [2, 3].

IIepBrle gBa MeTOma MPOM3BOA-
CTBa KPEMHMS OCHOBAHBI Ha DKOJIO-
IMYECKY TPA3HBIX XVIMUYECKNX IIPO-
1ileccax, KOTOpble, YUUTbIBAA TEMIIbI
PasBUTIA MMPOBOI COJTHEYHOM 9HEp-
TeTHKY, MOTY T IIPMBECTH K HeIIoIIpa-
BVIMBIM HETraTVBHBIM OKOJIOTVIYECKIVIM
nocaencTeuaAM. Ilocoenunit Meton
OTrpaHMYEeH KOJMIECTBOM OTXOJ0B
DJIEKTPOHHOJ IIPOMBIIIJIEHHOCTH U
He pelIaeT NpobJyeMbl KPEMHIIEBOTO
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IIPOM3BOJCTBA JJIA HApaCTaIOIMX OTPeOHOCTeN CoJl-
HEYHOJ KPEMHMEBOI (POTOBOJIbTANKIA.

B cBAsm ¢ aTUM 0CcOOBII MHTEpPEC TPEACTABIIAIOT
9KOJIOTMYECK! YMCThIe HeTPaAVIIMOHHbIE METOMIBI I10-
JyUeHVA KPEeMHIA MapKY «COJIHEUHBI». K HMM MOYKHO
OTHECTY METO]Ibl, OCHOBAHHBIE Ha JICIIOJIb30BAHMUN BbI-
COKOYMCTBIX KBAPLUTOB B IIpOIlecCce IIPOM3BOICTBA Me-
TaJJIy PrUYecKOro KpeMHIA ¢ ITOCJIeAYIOIel ero OuMCT-
KOJI HalpaBJIEHHON KpucTtaJiausanuei [11], a Takxke
MEeTOZBI IOJIyYEeHNA KPEMHIUA U3 CMECH DJIEKTPOHHOIO
¥ METaJIJIYPrUuecKoro KpeMHUA, OYNIIEHHOTO 30HHOI]
naBkoii [4]. OZHAKO 5TY METOABI He ITO3BOJIAIOT IOy~
YaTh KPEMHMIT MapKy «cosHedHbI» 7181 POII ¢ adppex-
TUBHOCTBIO GoJjiee 15 J%. OmHUMM 13 [IEPCIIEKTUBHBIX B
HaCTOsAIIlee BpeMs ABJIAITCA aJIKOKCUCUIIAHOBBIM [12] 1
asyroMoTepMudeckuii [13] criocobbl oty YeHu s KpeMHUA.
OHU nIpeicTaBJIAIOT cO00 BKOJOTMYECKY YUCThIe Oec-
XJIOpHbIE TEXHOJIOTUN IIPOM3BOJICTBA IIOJIMKPYICTAJLIIN-
YEeCKOT0 KPeMHIA, KOTOPBIM MOMKHO MICIIOJIB30BATh MJIN
JIJISL COJTHEYHBIX OaTapeii, My AJIs 0Ly ITPOBOSHIKOBO
3JIeKTPOHMKY. OFHAKO 3TM METO/Ibl ABJIAIOTCS DHEPTO-
3aTPATHLIMU ¥ He II03BOJIAIOT B IIOJHOV Mepe PeluTh
CYIIEeCTBYIOIIYIO IPODOJIEeMYy.

IIpensoskeHn BKOJJIOrMYECKN YMCTHIN METOM II0-
JIy4eH)A KPEeMHUA MapKy «COJIHEYHBI» IIyTeM Iepe-
KPUCTAJIIMBALINY METAJIIY PIMYECKOT0 C TPYMEeHEeHEM
PacTBOPOB—pPACILIABOB JIETKOIIJIABKIUX MeTaJlIoB [14—
16]. OuncTra KPEMHNA B 9TOM METOJE OCYILECTBIIAECTC
B OCHOBHOM 3a CYeT KPUCTAJIIN3AIVIOHHOTO OTTEeCHEHNIA
IIpUMecell B pacTBOP—PACIIaB IIPY KPUCTAJIN3AINN
KPEMHIEBBIX «4eIllyeK» Ha ero IoBepxXHoCTu. Kpome
TOr0, IPOMCXOAUT pasdbaBiieHNe IpuMecell B o6beMe
pacTBopa—paciiasa. JOmoJHNTEJIbHOV OUYMCTKON CIy-
SKUT IOCJIeAYIOIasa KMCJIOTHASA ITPOMBIBKA II0JIyYeH-
HBIX YelllyeK I UX JaJibHelIas IepeKprucTaslan3ald
MeTonoM HoxXpaJsbCKOro. ITOT METOJ TAKIKe II03BOJIAET
OCYIIECTBJIATH IIepepaboTKy BCEX BUJIOB OTXOJI0B, BO3-
HUKAIOIVX IIPY ITPOV3BOJCTBE COJHEYHBIX 3JIEMEHTOB
¥ MoZzyJiel Ha X ocHoBe. HamoMHMM, YTO IIpy IIpons3-
BOJZICTBE IJIACTYH KPEMHMA JJIA COJTHEYHBIX DJIEMEHTOB
morHocThi0 1 MBT 06pasyeTrcsa mo 30 T mrama, B KOTO-
POM COIEPIKUTCSA [0 5 T KPEMHUA.

ITesns paboTbr — pelreHue paxa HaAyYHO—MCCJIIE-
JIOBATEJIbCKMX U TEXHIYECKUX IIP00JeM, CBA3AHHBIX C
pa3paboTKoI 1abopaTOPHOI METOAMKI OUMCTKY METAJI-
JIy PrUYecKOro KpeMHYIA, a TaKKe KPEeMHUICOIeP KaIx
OTXOJZI0OB C IIPVMEHEHJEeM PAaCIJaBOB JIETKOIIJIaBKUX
MeTaJIJIOB, HaIIpYMep 0JIOBA, IJIfA IOJTyUYeHNA KPEeMHNA
MapKU «COJIHEYHBIN».

3KCI’IepI/IMeHTaJ’IbHaﬂ qJacThb

ITomy4enne MOHOKPMCTAIIINYECKOTO KPEMHNA Map-
KJ «COJIHEYHBII» /I3 METAJIIIY PrIeCKOr0 KpeMHNA, ITy-
TeM IepeKPUCTAJIN3alNY B JETKONJIaBKIX MeTaJIaxX
MOYKHO YCJIOBHO Pa3JeJIUThb Ha YeThIpe 3Talla.

Ha mepBoMm aTane BBINOJHAIOT PAJ ONEpPaInii 110
IIOATOTOBKE OCHOBHBIX VI BCIIOMOTaTeJIbHBIX MaTepraJoB
Y OCHACTKM IJIA TEXHOJIOTMYECKNX BJIEKTPOBAKY Y MHBIX

YCTaHOBOK K IIPOLIeCCaM OUMCTKM. VICXOMHBIN MeTaJLITy pP-
IMYEeCKUI KPEeMHNI U3MeJIbYal0T MeXaHN4eCKN C IIOMO-
IIIBIO IIIEKOBOJ IpobuiIky 1o pasmepa 3epHa 5—10 M.
3areM IIPOBOAAT €ro XMMUUECKYI0 00paboTKy B cMecu
kucyaor HNO;: HF : HyO = 1:1:1 npu Temneparype
pactBopa ~20 °C [4]. ITocJe aTOro 06paboTaHHBIN KpeM-
HMI TIIATEJBHO IIPOMBIBAIOT B I€VIOHM30BaHHOM BOJE I
CyLIaT B BAKYYMHOM CyIIMJIbHOM mkady. [Tocse mpocy-
IIMBAHMA MaTepraJl Pa3/iesIAi0T Ha HABECKY U OTOMPAIOT
IIPOOBI AJ15 aHAJIV3a €T0 XMMIYECKOro COCTaBa.

B xauecTBe JIETKOILJIABKOI'0 METAJIJIa—PaCTBOPUTEIIA
JICIIOJIB30BaJIM 0JI0BO. MeTaJsli—pacTBOPUTEINb JOJIMKEH
COOTBETCTBOBATD CJIEAYIOIMM TPeOOBaAHMAM:

— OBITBH JIETKOILJIABKUM,

— JIOCTATOYHO XOPOIIIO PacTBOPATH KPEMHMII U He
Cco3/1aBaTh C HUM COEVIHEHNIA;

— VIMeTb HUBKUI KO3(P(PULIMEHT cerperannm mpu-
Meceii, T. €. BBICOKYI0 3(P(PEKTUBHOCTD KPUCTAJINBAIIVI-
OHHOJ OYVICTKI;

— VIMeTb HEBBICOKYIO CTOVMOCTb.

Os0BO Tepe[ IOMeIeHNEM B TUTeJIb PaCIaKOBbI-
BaJIM ¥ NPV HEOOXOAMMOCTH (B 3aBMCUMOCTY OT Ka-
4YecTBa YIaKOBKY) IPOTPABJIMUBAJN B CMECH KUCJOT
(HNO;3:H,SO,:HCI:HF:H,O=1:1:1:1:1) npu Tem-
nepatype pactsopa ~50 °C. IlocJsie TpaBJeHUA CIAUTKA
MeTaJljla TIIATeJbHO IIPOMBIBAJIN B JI€MOHM30BAHHOM
BOJIE VI CYIIIMJIV aHAJIOTVYHO VICXOTHOM 3arpys3Ke MeTaJl-
JIyprUdecKoro KpeMHIsA, 3aTeM I10/IBEPTaJiyi BXOJHOMY
KOHTPOJII0. KBaprieBble (TUIIIN, OCHACTKA) ¥ TPadUTOBBIE
(TemJIoBblE y3JIbl B DJIEKTPOBAKYYMHBIX YCTAHOBKAX,
rpaduToBad OCHACTKA) M3JEJINA IIOATOTABIINBAJN 10
TEXHOJIOTMYECKMM perjaMeHTaM, MCIOJIb3yeMbBIM B
3JIEKTPOHHO IPOMBIIIIJIEHHOCTH.

Ha BTOpOM 5Tamne mpoBoauIy IEPBUIHYIO OUNCTRY
MeTaJIJIy PriU4ecKoro KpeMHMA B JIETKOIIJIABKOM MeTaJlIe
(oJ10BE) B 3JIEKTPOBAKYyMHOI yCTaHOBKE. VIcosb30Bam
YCTaHOBKY JIJIfl POCTa KPMCTAJLIIOB 110 MeTony JoxpaJib-
ckoro «Kpucramnn 3M», ocHaIlIEeHHYIO CITeI[aJIbHO pa3-
paboTaHHOI ocHacTKOM. CxeMaTndeckoe n3obpaskeHne
OCHACTKM B TEIIJIOBOM y3JI€ IIPY Pa3HbIX dTallax IIpoBe-
JleHV A ITpoLlecca OYMCTKY ITI0Ka3aHo Ha puc. 1. B Turess 4,
KOTOPBIii IMeeT BO3MOKHOCTb BPAIIIeHN A OTHOCUTEJILHO
TEIJIOBOTO y3Ja 2, IOMEIIA0T II0ATOTOBJIEHHYIO HaBe-
CKY MeTaJlIy prudeckoro kpeMuus 5. B emkocts 3 ¢ oT-
BEPCTUAMHU B HMIKHEN 9acTy, MMEIOIIYI0 BO3MOYKHOCTD
IlepeMeIlaTbCs OTHOCUTEJIBHO TUIIA 4, [IOMEIaioT HaBe-
CKY 0JI0Ba 1, ICIIOJIb3YEMOT0 B KaUeCTBE PACTBOPUTEIA
MEeTaJIIy prirdecKkoro KpeMuns (cm. puc. 1, a). CoorHorre-
HJIe 0JI0Ba K MeTaJIJLy PTUYeCKOMY KPEMHUIO COCTaBJISA-
eT 96 % (Bec.) k 4 % (Bec.). Pacuer HaBecoK 00yCJIOBJIEH
PacTBOPMMOCTBIO KPEMHISA B OJIOBE IIPM TeMIIEPAType
nportecca 1200 °C, corytacHo nuarpaMmme pa30BOr0 paB-
HOBecuA (puc. 2). YBeaudeHye TeMIIepaTypsl Iporecca
OYJICTKM (2 C Hell ¥ pacTBOPMMOCTY KPEMHMs) HelleJe-
c000pa3HO, IIOCKOJIBKY BO3PaCTaHMe JaBJIEHN IIapOB
0JI0Ba BEJIET K €T0 [TI0TePAM U 3arpA3HEHNI0 paboydeli Ka-
MepbI 13—3a OCasKJeHNA Ha cTeHKaX. ([laBieHne mapos
osioBa nipu Temieparype 1220 °C cocrapiaset 1,33 Ila.)
YMeHbIIIeH)e TEMIIEPATY PbI IIPOIlecca OUMCTKY IIPUBO-
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Puc. 1. Cxematnyeckoe n3obpaxeHne 0CHaCTKM B TEMNJ0BOM y3/e
Npu pasHblx 3Tanax NpoBeaeHNs NPoLLEeCCa OYUCTKN:
a — nepep nnasneHnemM; 6 — B NPOLECCe KpUcTanmsaumm
Yellyek OYMLLEHHOI0 KPEMHUS; B — OKOHYaHme npouecca
O4MCTKN

Fig. 1. Schematic of Heater Setup at Different Cleaning Stages:
(a) Before Melting, (6) During Cleaned Silicon Scale Recrys-
tallization and (8) End of Cleaning
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Puc. 2. Juarpamma $a3oBoro paBHOBeCUSi CUCTEMbI SN—Si.
BcTaBka — dparmMeHT gnarpammel pa3oBOro paBHOBECHS
cucTembl SN—Si

Fig. 2. Sn—Si System Phase Diagram.
Inset: Sn—Si System Phase Diagram Fragment

JIUT K CHUIKEHMIO PACTBOPUMOCTY KPEMHNA B OJIOBE, IYTO
JleJIaeT IIPOLeCcC OYMCTKY MeHee IPONYKTVBHBIM. [ToaTo-
My yKasaHHadA TeMIlepaTypa IIpolecca AJid UCIIOJIb3ye-
MBIX MaTepMaJIoB ABJIAeTCA HauboJiee OIITIMAJIBHO U
MaKCUMaJIbHO dppeKkTnBHOIL [Tocse 3arpy 3Ky TeXHOJIO-
IMYECKYI0 KaMepy repMeTU3UPYIOT ¥ BAKYYMUPYIOT 10
ocraTouHoro nasjenns 1,33 Ila. 3aTeM oCyIIeCTBIAIOT
HaTpeB PacTBOPUTEJIA JI0 TeMIIepaTypbl IPOBeJeHI
IIporiecca ¥ OCYIIeCTBJIAIOT VMITYJIbCHOE IIPOyBaHME
pacTBOpa—pacmiaBa ra3o006pa3Hoil CMechbi0 Ha OCHOBE
MHEPTHOI'0 ra3a IIpy OZHOBPEMEHHOM BpPAI[eHUM TU-
ra. ObpaszoBaBHINTICA TP 3TOM LIJIAK yAAJIAIOT U3
Tursada. Ilocse pacTBOpeHMA MeTaJIYy PrUdecKoro KpeM-
HIA B PacTBOpPe—pacIlIaBe 0JI0Ba 7 ¥ TOMOTeHM3AI[UN
pacTBopa—pacIiyiaBa OCyILeCcTBJIAIOT IIJIaBHOE, BOJHO-
o0pas3Hoe CHUIKEHVE TeMIIEPATYPhI, B TeUeHVe KOTOPOM
IIPOUCXOANT KPUCTAJINI3ALNA PACTBOPEHHOI'0 KPEMHISA
B BIJie YelTyeK 6 Ha ITOBEPXHOCTY PaclljaBa M3 HaCbl-
LIIEHHOT'0 pacTBopa—paciiasa (cM. puc. 1, 6). CHnxenue

TeMIlepaTypbl CHavaJa ocyiecTBisa0T 1o 900 °C, 3a-
TeM — B PesKMIMe BbIKJIIOUeHHOM I1eun 10 TeMIIepaTy Pl
700 °C. ITocJre 2TOro YeNIylKM C BbIPAI]EHHBIM KpPeM-
HMEM U3BJEKAIOT 13 pacTBopa—paciiasa (cM. puc. 1, 8)
u fmajiee u3 ycTaHOBKY. ONNMCAHHYIO BBIIIE OIEPAINIO
OYJICTKY IIOBTOPAIOT HECKOJIBKO pad. 3aBepIIeHNe I[MKJIa
IIpoIecca OYMCTKY METAJLIYy PrUYecKOro KPEMHIA OCy-
IIIeCTBJIAIOT 1P MI3BJIEYEHMY TULJIA C VICIIOJIb30BAHHBIM
pacnyaBoM JIETKOIIJIaBKOTO MeTaJljla 1 3aMeHOI ero Ha
TUTeJIb, COAEP KAl JIETKOIJIaBKIII MeTaJlJI BBICOKOM
creneHu 4ncTOThL [Tocsie 3aBeplileHN A IIpoliecca OT I10-
JTy4EHHOJ MacCCBhI YeIlllyeK KPeMH S U MICIIOJIb30BaHHOTO
oJioBa 0TOMpaloT npoly AJIA aHaJM3a MaTepuaJoB Ha
XUMM4decKnii coctaB. [loryyeHHbIe YelTy Ik OTMBIBAIOT
OT OCTATKOB 0JI0Ba Ha X IIOBEPXHOCTY B pa30aBJIEHHOM
pacTBOpe COJIAHON KMCJIOThL. BHEITHNIT B ITOJTY YEHHO-
ro MaTepuaJia IIoKasaH Ha puc. 3.

Ha TperpeM arare B /1Ba IIpreMa IIPOBOJAT OUMCTKY
JIETKOILJIAaBKOr0 MeTaJa. CHadasa B 3JEKTPOBAKYYM-
Hyo ycTaHOBRY (Kpncrasnn 3M) nomernarwT OCHACTKY
1 TureJib, UCIIOJIb3yeMble OJIf I1ePBOTro IIpmeMa O49mCcT-
ku. IIpomecc o4MCTKM IPOBOAAT IIyTEM BaKyyMHO
Jlerasaly pacijiaBa 0JI0Ba OT JIETKMX IIpyMeceii pu
temneparype 1200 °C n octaTounom nasyennn 1,33 Ila
¥ 3aTeM ero (puJbTpalmu. Bropoil mpreM o4ncTKY OCy-
IIIeCTBJIAIOT METOJOM 30HHON IIepeKpPUCTaJIN3aln
JIETKOIIJIABKOTO METAJIJIa Ha YCTAHOBKE 30HHO IIJTaBKY
B BakyyMe. Ilocsie mpoBesieHNsA Ipoliecca O4MIIEHHbI
JIETKOIIJIABKMII METaJIJI IPOXOAUT BBIXOIHOM KOHTPOJIb
Y CKJIAIVIPYETCS JIJIs IIOBTOPHOTO VICIIOJIb30BAHMA.

Ha gerBepTOM pTane genryiky KpeMHNA (II0JIy YeH-
Hble Ha BTOPOM 9Talle) IPOXOAAT JAJbHEITYI0 O4MCT-
Ky IIyTeM IepeKpyucTaan3aluy 1Py BbIpalllyiBaHUN
CJIMTKA MOHOKPMCTAJINYIECKOTO KPEMHNA METOLOM
YoxpaJibCKOTo Ha 3aTPaBKY C KPUCTAJLIOrpaIuecKoii
opmenTanuei (111).

Ha pa3amuHbBIX cTaaUAX TEXHOJOIMYECKOro IIpo-
Ilecca IIPOBOANIIN MCCIIeJOBAHNA XVIMIYECKOI'0 COCTaBa

Puc. 3. Yelyiikm 04MLLEHHOIO KPEMHUS Nocne 06paboTky pac-
TBOPOM CONAAHOW KMUCNOThbI

Fig. 3. Cleaned Silicon Scales After Hydrochloric Acid Solution
Treatment
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OCHOBHBIX MaTepraJioB: KPeMHIA 1 0JI0Ba. VI3MepeHnd
IIPOBOAMJIN C IIOMOIIIBI0O MEeTOJa peHTTeHodIyopec-
LIEHTHOro aHaJu3a Ha npubope Elvax light (mponsson-
crBa OO0 «dsBarex», I. Kues). OcoOeHHOCTHIO JaHHON
YCTaHOBKU ABJIAETCA BO3MOXKHOCTH OIIpEeNIeJIeHNA Ka-
YEeCTBEHHOTO ¥ KOJIMYECTBEHHOTO DJIEMEHTHOTO COCTABA
MaTepuaJioB ¢ 11-ro o 96-i1 ssemenT Ilepnonnyeckoi
TabJIUIIBIL.

CTpyKTypy MHOJYYEHHBIX OUYMIIEHHBIX YENIyeK
KPEMHMIA MCCJENOBAJN C IIOMOIIBIO PACTPOBOI DJIEK-
TPOHHOM MUKpockoyy Ha ripubope PEMMA1061 (ripo-
nsBozctBa pupmbel SELMI, r. Cymer). IIpubop nossosseT
BU3YaJM3MPOBATh [IOBEPXHOCTb 00pas3ia B IINPOKOM
JIara3oHe yBeJudeHuii ¢ paspemrennem ~10 am. Vzo-
OpaskeHusa c yBeamndeHreM X150 OblaM IOJSTyUYeHBI B
PEesKyIMe BTOPUIHBIX DJIEKTPOHOB. YCKOPAIOIIlee Hallps-
SKeHMe JIA 9JIEKTPOHHOI0 30H4a cocTaiamuo 20 kB, Tor
30H1a — 3 HA, Bpema srcno3unuy — 200 c.

VlccoemoBaunsa syreKTpopU3UYIECKUX CBOJCTB II0-
JITy4YeHHOTO MOHOKPMCTAJIJIa KPEeMHMA IPOBOAMUIN 10
MeTOAMKe, ITPeTHA3HAYEHHON AJIA U3MEepPEeHNA yIesb-
HOTO 3JIeKTpudeckoro conporubiennud (YIC) ra Top-
11€BOJi II0OBEPXHOCTY MOHOKPVCTAJIIINUECKIX CINTKOB I
macTuH Kpemuusa ot 1-107% 10 1-10% Om - em [17]. daa
JCCJIe IOBAHUI UCIIOIB30BaJM yeTaHOBRY [Inyc—1Y M-K,
KOTOpas MIMeeT U3MEPUTEJIbHYI0 YeTHIPEX30HI0BY 0 IO~
JoBry Turna C2080 ¢ 4ueTbIpbM4A, JIMHEITHO PACIIOIOKEeH-
HBIMM 30HZaMM (MEXK30HIIOBOE paccTosaHye 1,3 MM).

Pe3yabTaThl U UX 00Cy:KAeHIE

B Tabu. 1 cBeqieHbI PE3yAbTATHI aHAIN3A XUMUUE-
CKOT'0 COCTaBa VICXOAHOTO METAJIIIY PrUYeCKOr0 KPeMHIA,
YelryeK OYMIIEeHHOTO KPEMHILA Y MOHOKPUCTAJIINYIECKO-
IO KpeMHI4, I0JIy4eHHOro MeTonoM HoxpaJsabckoro. Kak
BUJTHO U3 TaHHBIX Ta0JI. 1, 4CTOTA OUUIIIEHHBIX YENITyEK
KPEMHIA He ABJIAETCA JOCTATOYHOM B CBA3Y C HAJINYMEM
B HIX OOJIBIIIOTO CONEPKAHMA IPUMECH PACTBOPUTEIA
(o10Ba). OTO TOBOPUT O HEOOXOAMMOCTH NaJbHENIIen
OYMCTKM KPEMHMUA IIyTeM IIOBTOPHOT'O BBITATMBAHUA
KpUCTaJIJIa U3 PACIlIaBa (TaK Ha3bIBAEMOI ITEPETAKKONM
KpucTaJLIa) 10 MeTony JoxpaJsbcKoro. YucTora Takoro
IIepeTAHYTOr0 MOHOKPUCTAJIJINYECKOT0 KPEMHNSA COOT-
BETCTBYET I10 KauecTBY Mapke 5N, a cJieoBaTesbHO,
KPEMHIIO MapKM «COJIHEYHBI».

B TabJ1. 2 noKa3aHbI pe3yJIbTAThI XMMUYECKOTr0 aHa-
JIV13a 0JIOBA JI0 IIPOBEJIEHNA ITPOIlecca OYMCTKY KPEMHS,
II0CJIE €0 3aBEPIIIEHNIA U TIOCJIE IIPOLIeCCa OYMUCTKI 0JI0-
Ba. VI3 nmpexacraBiieHHBIX B TabJ1. 2 TaHHBIX BUIHO, UTO
BBIOpaHHAA TEXHOJIOTMYECKAA METOMKA OUNICTKI 0JIOBA
ABJIAETCA MPaBuUIbHO. OUnITIeHHOE 0JIOBO IMEET YMCTO-
TY, ZOCTATOYHYIO JIJIA IIOBTOPHOT'O IIPOBEIEHNIA IIpoliecca
OUVICTKY METaJIIIyPTUYeCKOr0 KPEMHUA.

CTpyKTypa IMOJYy4YeHHBIX OUMIIEHHBIX YElIyeK
KpeMHIA IpeAcTaBieHa Ha puc. 4. VI3 puc. 4 BUAHO, 4TO
YEIIYIAKM COCTOAT M3 KPEMHUEBBIX MOJUKPUCTAJIIIOB,
BUBYaJIbHO MMeIOIVX pa3mep He O6osee 100—180 mrm.

Ha rpanunax 3epeH B HEKOTOPBIX MECTaX MOXKHO
3aMeTUTb OCTATKY PacCTBOPUTEJA (0JI0BA), YTO IOM-

Pesyabrarhl aHanmsa
XMMHIYECKOr0 COCTAaBa KPEMHU
[Results of Silicon Chemical Composition Analysis]

Tabsmia 1

Kounenrpanuus npumeceii, % (Bec.)

Die- /“;TLOIII;[I' Jlcxonublit Monoxpu-
MEHT omep MeTaJLITyp- erMHI/IueBLIe P
TUYeCKIit YeLIy KN KpemHs
KpPEeMHUN
Mg 12 0,0132 0,00004 0,00003
Al 13 0,6221 0,00007 0,00006
Si 14 98,003 99,96913 99,9991
P 15 0,0001 0,00003 —
Ca 20 0,2714 0,0001 0,00008
Ti 22 0,1765 0,00003 0,00003
Mn 25 0,0048 0,00006 0,00006
Fe 26 0,5396 0,0001 0,00002
Ni 28 0,0842 0,0001 0,00004
Cu 29 0,0577 0,0001 0,00006
Ga 31 0,0001 — —
As 33 0,0003 — —
Cd 48 0,0451 0,0001 0,00005
Sn 50 0,0518 0,0300 0,0004
Sb 51 0,0726 0,0001 0,00005
Pb 82 0,0585 0,0001 0,00002
Tabmniza 2

PesynbraThl aHaIM3a XUMIYECKOTO COCTABA 0JIOBA
[Results of Tin Chemical Composition Analysis]

Kounenrpanums npumecei, % (sec.)

Oure- ATOIXI_ ITocse ITocse
menr | PP Vexonmoe OYVICTKU OYVICTKU
HOMEp O7I0BO KPEMHUA 0JIOBa
Mg 12 0,00001 — —
Al 13 0,0001 0,2652 0,0003
Si 14 0,0003 0,85602 —
P 15 — 0,0001 0,00002
Ca 20 0,00001 0,1309 —
Ti 22 0,00001 0,1038 —
Mn 25 0,00003 — —
Fe 26 0,00005 0,23487 0,0001
Co 27 — 0,00001 0,00001
Ni 28 0,0001 0,0815 0,00001
Cu 29 0,00001 0,0721 0,00001
Zn 30 0,00001 0,00003 0,00003
Ga 31 — 0,00005 0,00005
As 33 — 0,0001 0,0001
Ag 47 — 0,00001 0,00001
Cd 48 0,00005 0,0564 —
Sn 50 99,999 98,0352 99,999
Sb 51 0,00001 0,09075 0,00003
In 53 — 0,00001 0,00001
Au 79 — 0,00001 0,00001
Pb 82 0,00001 0,07312 0,00001
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Tabmania 3

PesyabraThl n3MepeHUsA yAEJIbHOIO 3JI€KTPUIECKOro COMPOTUBIICHIA Ha 00pa3nax,
BbIPE3aHHBIX U3 CJINTKA MOHOKPHCTAJJINYECKOTO KPEMHI S
[Results of Electrical Resistivity Measurement for Specimens Cut from the Single Crystal Silicon Ingot]

Obpasen Ol\tll)%,CM OIV‘?%’CM OI\EI):-)“CM OIV‘?%,CM OI\EI)S’CM Olv‘?(-i’cm Olven’CM OI\‘ZH,CM OI\E(-”CM
Hauago cantka 1,972 1,985 2,024 2,008 1,893 1,912 1,979 1,939 1,959
CepennHa canTKa 2,004 2,216 2,146 2,184 2,258 2,093 2,107 2,237 2,172
Kownery cnrka 1,396 1,452 1,384 1,408 1,410 1,382 1,393 1,431 1,412

TBEPIKIAETCA U VICCIEJOBAHUAMM XMMUIECKOT0 COCTaBa
YJenryek MeTOZOM PEeHTTeHO(JIIyOPEeCIIeHTHOTO aHAIM3A.
Vlamepenusa YOC BbIIONHAMM Ha TpeX oOpasiax,
BBIPE3aHHBIX /3 CIANTKA MOHOKPHUCTAJINIECKOTO KpeM-
HIA B Ha4aJIbHOM, IIEHTPAJbHON ¥ XBOCTOBOM YaCTAX.
Ho nauajia usmepenuin YOC TepMO30HAOM ITON Ke
YCTAHOBKY METOIOM TOPSAYEero 30HAA OIPeNeJIaIn TUI
IIPOBOAVIMOCTH IIOJIYYeHHBIX 00pa3110B. O0pa311bl MMen
N—TUII IPOBOAUMOCT. VI3MepeHna IpoBOAIIN B ITIIECTH
(pUKCUPOBAHHBIX TOYKAX II0 JMAMETPY CJIUTKA, B IBYX
B3aVMHO IIEPIIEHAMKYJAPHDBIX HaIlpaBJEHUAX, B COOT-
BeTcTBMU ¢ paboroii [17]. Ilo pesysnpraTam n3MepeHnsa
¥Y3C Ha 00pasiiax, BIpe3aHHbIX U3 CJAUTKA, BIYMCIIA-
Ju: cpenuaye 3HaveHUA Y OC Ha nepndepuitHOM KOJIbIle
P ¥ Ha mepudepnitHoM IieHTpe o0pasla Py, a TaKse
cpennee 3HaueHre YOC Ha obpasne p,. IlomydeHnHble
JlaHHBIE CUCTEMATU3VPOBAHBI B TA0J. 3. YMEHbIIIEHNE
YOC B KOHEUHOII YaCTY CANTKA MOYKHO 00'bACHUTD yBe-
JIMYeHVeM KOJI4ecTBa IIpyMeceli B 9TOM 4acTy CINTKA
OTHOCUTEJIbHO HAYaJIbHOI (B 3HAUYUTEJbHOM CTENEeHU
IIPYIMeCH JIETKOIIJIAaBKOI'0 MeTaJljla — 0JI0Ba). OTO 00y-
CJIOBJIEHO yBeJMUYEeHMEeM KOJMUecTBa IIPUMeceii B pac-
IJaBe KPeMHISA 110 MEePe ero YMEHbIIIEeH! A B IIpoliecce
KPUCTAJLIN3ALINY MOHOKPYCTAJINYECKOIO CIUTKA.

3akJjrodenne

Pagpaborana u nmpoma ycrnemrHymo amnpodanmio
METOAVIKA IO0JIyYeHMA MOHOKPMCTAJIINYIECKOTO KpeM-
HIA MapKU «COJIHEYHBI» Iy TEM IIePeKPUCTAIIIN3AI[N
MeTaJIIyPrudecKoro KpeMHIUA B PaclaaBaX JErkKo-
IIJJaBKMX METAJIJIOB, HAIIPUMED 0JI0Ba, C JaJIbHENIeil
[IEPETAKKOM IOy YeHHBIX YelllyeK KPEMHIA I10 METOLY
YHoxpaJibCKOro.

Orpaborana MeTOOMKA OYMCTKY JIETKOILJIABKOTO
MeTaJisa (0JI0BA) IIOCJIE 3aBEPIIEeHNA IIMKJA 10 IOy~
YEHNIO KPEMHMEBBIX YelIyeK C IIeJIbI0 IIOBTOPHOTO €ro
MICIIOJIb30BaHNA.

IIpoBenens! cce[oBaHNMA COCTABA MICXOAHBIX Ma-
TEpUaJIOB KPEMHNA U 0JIOBA [IOCJIE PA3JIMUHbBIX CTa NI
TEeXHOJIOTMYECKOTr0 IIpoliecca MeTOLOM PEHTTEeHO(IIYO-
peclieHTHOro aHaJsusa. ViccaenoBaHbl CTPYKTYPHBIE
0COOEHHOCTH ITOJIyYeHHBIX KPEMHMEBBIX YeIlyeK C I10-
MOIIIBIO PACTPOBOJ 3JEKTPOHHON MUKPOCKOIIIA

ITonmyueHHBIVI pe3yJsbTaT IIOKAa3aJl, YTO YMCTOTA
OUMIIIEHHBIX YelllyeK KPEeMHIA He ABJIAETCA JoCTaTou-
HOJi B CBA3M C HAJIMYMEM B HUX OOJIBIIIOTO COEPIKAHNA
IIPMIMeCH pacTBOPUTEJA (0JI0BA), UTO IOATBEPIKIaeTCA

C MOMOLLLbIO PACTPOBOM 3NEKTPOHHON MUKPOCKONUK (YBEU-
yeHune x150)

Fig. 4. Scanning Electron Microscopy Image of Cleaned Silicon

Scales (magnification x150)

HaJIM4yeM Ha TpaHUIax MOJMKPUCTAJINYECKUX 3epeH
OCTaTKOB PacTBOPUTEJISA IIPU ICCIJeOBaHUY PaCTPOBOM
3JIEKTPOHHOI MUKpPOCKomnueil. IlokazaHo, 4To NoJTydeH-
HBIJI MOHOKPMCTAJIINYECKN)I KPEMHMI VIMeeT YUCTOTY
He xyske SN, n—tun nposoaumoctu 1 ¥YOC He MeHee
2 OM-cM. ITO ABJIAAETCA JOCTATOYHBIM IJIsI MI3[OTOB-
JeHudA u3 Hero syeMeHToB PIII ¢ XxapaKTepucTuKamy,
COOTBETCTBYIOILIVMY COBPEMEHHBIM MMPOBBIM CTaH-
JapTaM.

OuniieHHOE 0JIOBO MIMEET YMCTOTY, JOCTATOUYHYIO
JLJIs1 TIOBTOPHOI'O IIPOBENIEHNA IIpoliecca OUMUCTKU Me-
TaJLJIy PrUYecKoro KpeMHIA, YTO TOBOPUT O IIPaBUJIb-
HOCTY BBIOPAHHOJ TEXHOJIOTMYECKON MEeTOAMKN €ro
IOATOTOBKIL.

C 11€J1610 MBrOTOBJIEHN O0JIEE YMCTBIX MAaTEPUAJIOB
IIJIAHUPYETCA YAEJIUTD DOJIbIlIee BHUMAHME IIOATOTOBKE
MeTaJIIyPrudecKoro KpeMHIA K IIpolieccaM O4YNUCTKMU B
JIETKOIIJIaBKMX MeTaJlIaX, & TaKyKe yCOBEPIIIEHCTBOBAT I
opaboTaTh MOJIyYeHHbIE TEXHOJOTMYECKYIE METOAUKIL.
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Abstract. Experimental results demonstrating the possibility of obtain-
ing solar grade silicon by recrystallization of metallurgical silicon in fus-
ible metals, e.g. tin, and pulling of single crystal silicon ingot obtained
from silicon scales by the Czochralski method have been presented.
Experiments for the purification of a fusible metal (tin) after the end of a
cycle of silicon scales obtaining for the purpose of its reuse have been
carried out. We purified tin by vacuum decontamination of tin melt, its
filtration and finally zone recrystallization. Qualitative and quantitative
analysis of the initial materials (silicon and tin) and their structure after
sequential stages of the technological process has been carried out
by X-ray fluorescent analysis on an Elvax light device. The structural
features of the silicon scales have been examined using scanning
electron microscopy on a REMMA106I device. The conductivity type
and the electrical resistivity of the obtained single crystal silicon ingot
have been measured using the four—probe method on a PIUS-1UM-K
device. We show that the composition of the pulled single crystal ingot
is not worse than 99.999 wt.% Si, it has the n type of conductivity and
its electrical resistivity is not less than 2.0 Ohm-cm. These parameters
meet the requirements to solar grade silicon and confirm the possibility
of its obtaining from metallurgical silicon by recrystallization in fusible
metals, e.g. tin.

Keywords: metallurgical silicon, single crystal silicon, tin, clearing,
recrystallization.
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