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AnHomayus. [TpuBesieHs! pe3ynbrarsl pahUHAPOBAHHUS KPEMHHUS METAJUTy PrHYECKUX MAapOK Ha OCHOBE BBIIIE/IAYMBAHHS IPUMECE HEOpPraHNYeCKHUMH
kucinoramu. OOpasipl KpeMHHs KaK OOBEKTHI HCCIIEOBAaHMH W3YYalOTCs MeETauiorpaguyeckuM, PEeHTIeHO(IIOPECICHTHBIM METOIaMH,
a TaKXKe PEHTICHOCIEKTPAIbHBIM MHUKPOAHAIH30M. J[JIsl MOBBIMICHHS KauecTBa KPEMHHUS ObLIM MPOBEICHBI IKCIEPUMEHTAIBHbIE PA0OTHI MO €ro
THUIPOMETAILTYPIUIECKOH OunCTKe pacTBopaMu pasnuyHbix kucnot (10 %-upivu H,SO,, HCL, HNO;; 4 %-noii HF) u ux cmecamu. Paccuntans
u3MeHeHus SHepruu [ modca 1is peakiuii B3auMoJeHCTBHS ¢ peareHTaMi OCHOBHBIX IPHMECHBIX BKIIIOUCHHUH, 3a()MKCUPOBAHHBIX B HCCIICLYEMBIX
obpasuax kpemnus (FeSi,, Fe,Si, FeSi, AlFeSi, AlFeSi,, Al,FeSi,, FeSi,Ti, FeAlTiSi, TiSi,, Ca,Si). DxcniepuMeHThI IIPOBOAMIMCE Ha TIPpobax
KPEMHHUS KPYIHOCTBI0 yacTul] —200 MKM IpH IOCTOSIHHOM IepeMEINBAHMU MarHUTHOH Melaikoi npu tremneparype 60 °C, IpogoJKUTeIbHOCTH
1 4 u coornomennu X:T = 5:1. OnpezneneHne KOHUEHTPALMH IPUMECHBIX JIEMEHTOB B PAaCTBOPE TOCIIE BBILIEIaYMBAHUS IPOBOIMIN aTOMHO-
9MUCCHOHHBIM METOJIOM. YCTaHOBIJICHO, YTO TIPH HCIOJIb30BAaHUM B KAueCTBE PACTBOPHUTENS IUIABUKOBOM KHCIIOTHI MOJYYEHbl HAWIY4IINE
PE3yJIBTAThI 10 OYUCTKE OT JKeNIe3a, aJTIOMUHHUS, TUTaHa (KOHIEHTpanus B pactsope 2380, 831, 145 mr/am?). MakcuMaibHast KOHIEHTPALUS KalbLUs
B pactBope (147 mr/am?®) 1ocTHraeTcs mpu CONAHOKUCION 00paboTke MelkoppakiuonHoro kpemuus. Haubosnee addhekTrBHOI 1151 niepeBosa
IpuMeceil B pacTBOP SIBIISICTCSI CMECh CEPHOM U IJIABUKOBOM KHCIIOT MpH MX cooTHoweHuH 1:1. Mcronbp3oBanue B KadyecTBe pacTBOPUTENS CMECH
H,SO, u HCI (1ipu cooTHomeHuu 1:3) M0o3BOISET IOCTUIATh IOCTATOYHO BHICOKMX MACCOBBIX KOHIEHTPALMH NPUMECHBIX 3JIEMEHTOB B PACTBOPE
BhIlIeIaunBaHus. CTereHb OYNCTKHA KPEMHHUS OT xkene3a coctasiseT 33,32 %, amomunus — 54,64 %, kaneuus — 65,77 %, tutana — 15,64 %.

Kawouesvlie cnosa: texunueckuii (METauTyprudecKuii) KpeMHHI, TPUMECH, THIPOMETAILTypriudeckoe padhuHIpOBaHIe, n3MeHeHue sHeprun [ nooca
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Abstract. The paper presents the results of refining silicon of metallurgical grades based on leaching of impurities with inorganic acids. Silicon samples
were studied by metallographic and X-ray fluorescent methods of analysis, as well as X-ray spectral microanalysis. To improve the quality of this
alloying element, we carried out experimental work on its hydrometallurgical purification with solutions of various acids (10 % H,SO,, HCI, HNO,,
4 % HF) and their mixtures. Values of changes in the Gibbs energy were calculated for reactions of interaction with reagents of the main impurity
inclusions recorded in the studied silicon samples (FeSi,, Fe,Si, FeSi, AlFeSi, AlFeSi,, Al,FeSi,, FeSi,Ti, FeAlTiSi, TiSi,, Ca,Si). The experiments
were carried out on silicon samples with a particle size of —200 pm with constant stirring by a magnetic stirrer at a temperature of 60 °C, duration
1 h and L:S = 5:1. Determination of concentration of the impurity elements in the solution after leaching was made by the atomic emission method
of analysis. When hydrofluoric acid is used as a solvent, the best results are obtained for purification of iron, aluminum, and titanium (concentration in
solution, mg/dm?, respectively: 2380, 831, 145). The maximum concentration of calcium in the solution (147 mg/dm?) was achieved by hydrochloric
acid treatment of fine silicon. The most effective for transferring impurities into solution is a mixture of sulfuric and hydrofluoric acids at a ratio of 1:1.
Using a mixture of H,SO, and HCl as a solvent (at a ratio of 1:3) made it possible to achieve sufficiently high mass concentrations of impurity elements
in the leaching solution. The degree of silicon purification from iron was 33.32 %, aluminum — 54.64 %, calcium — 65.77 %, titanium — 15.64 %.

Keywords: technical (metallurgical) silicon, impurities, hydrometallurgical refining, Gibbs energy change

For citation: Nemchinova N.V., Tyutrin A.A., Zaitseva A.A. Hydrometallurgical refining of metallurgical silicon. Izvestiya. Ferrous Metallurgy.
2023;66(2):215-221. https://doi.org/10.17073/0368-0797-2023-2-215-221

© H.B.HemunHoBa, A. A. TroTpuH, A. A. 3aiinesa, 2023 215


mailto:ninavn%40yandex.ru?subject=
https://fermet.misis.ru/index.php/jour/search/?subject=технический (металлургический) кремний
https://fermet.misis.ru/index.php/jour/search/?subject=примеси
https://fermet.misis.ru/index.php/jour/search/?subject=гидрометаллургическое рафинирование
https://fermet.misis.ru/index.php/jour/search/?subject=изменение энергии Гиббса
mailto:ninavn%40yandex.ru?subject=
https://fermet.misis.ru/index.php/jour/search/?subject=technical (metallurgical) silicon
https://fermet.misis.ru/index.php/jour/search/?subject=impurities
https://fermet.misis.ru/index.php/jour/search/?subject=hydrometallurgical refining
https://fermet.misis.ru/index.php/jour/search/?subject=Gibbs energy change
mailto:ninavn%40yandex.ru?subject=
mailto:ninavn%40yandex.ru?subject=

N3BECTUA BY30B. YEPHASA METAJIJIYPTUA. 2023;66(2):215-221.
Hemvunosa H.B., Trompun A.A. 3ailyesa A.A. TuppoMeTatypruieckoe pabuHIpOBaHHE METAJIYPTUIECKOT0 KPEMHUS

- BBEAEHUE

Kpemnuii Texuuueckuii (MeTayuypruueckuii) HaXoauT
IINPOKOE IPUMEHEHNE BO BCEM MUPE B PA3IHYHBIX 00Jac-
Tsix [1]: ams mpou3BoacTBa (GEePPOCHITUIIHS U BEICOKOKPEM-
HHUCTBIX CIUIaBOB [2 —4]; B aJIOMUHHEBOW MPOMBIIUICH-
HOCTH Kak JISTUPYIOLIHUH 3JIEeMEHT B COCTAaBE CHIIyMHUHOB [5];
B CTaJIETUTEHHON — B KaueCTBE PACKUCIUTENS cTaiu [6];
B XUMHUYECKOH — JJIS1 IIOJIy4E€HUSI OPraHOCUIIAHOB U IPYTUX
coequHeHul [1; 4]; B 2I€KTPOHHOH OTpaCId UCIIONB3YETCS
CBEPXYMCTHIN MOJYIPOBOAHUKOBBI KPEMHUN M KPEMHUUN
«COJTHEYHOTO» KaueCTBa KaK OCHOBA (DOTOAICKTPHUUCCKUX
npeobpa3zoBareneit Toka [4; 6].

Kpemuuii MeTantyprudeckuii, BBIIIIABIAEMBIA B pyn-
HOTEpMHUYECKUX meyax [5; 7 —9], uMeeT UYUCTOTYy BCETO
98,0—-99,5%. B mHacrosiee BpeMsl KpEeMHUH «COJI-
HEYHOrO» KauecTBa IMOJYy4aroT IyTeM CMeIIUBaHHs
JIOPOTOCTOSIIECTO KPEMHHS «3JICKTPOHHOTO» KadecTBa
U METAILTYPrHYCCKOTO KPEMHHUS C MOCIEAYIOMUM paduHu-
POBaHHEM KPHUCTALTU3AIMOHHBIMU Metomamu. [Ipu sTom
TPaIUIAOHHBIM MPOMBIIUICHHBIM CIIOCOOOM ITOTYYEHISI
KPEMHHUS «JICKTPOHHOTO» KadecTBa SBISCTCA Siemens-
npouecc [10]. PaccmatpuBaemasi TEXHOJIOTHS U JApYyrHe
AQHAJIOTMYHBIC METO/IbI, OCHOBAHHBIC HA XUMUYIECKOM OCaXK-
JIEHUH U3 apoBoi (ha3bl, BKIIOYAIOT IOJIYYEHUE COCAUHE-
HUHM XJIOpCUIIaHa, KOTOPBIC SIBISIOTCS BBICOKOJIETYUIHMH,
TOKCUYHBIMH ¥ B3PBIBOONACHBIMU B MPUCYTCTBUHU BOJIbI,
a TakKe BBI3BIBAIOT KOPPO3UIO oOopymoBaHus. Kpome
3TOrO, Siemens-mporecc o0IagaeT BBICOKOH DHEProeM-
kocTbio (okosio 120 kBt w/kr kpemuus) [11]. AnprepHa-
TUBHBIM CIOCOOOM TOJYYEHHUS KPEMHHUS «COJHEYHOTO»
KauecTBa SIBISICTCS TMEpepadoTKa METaJIypriHYecKOro
KpEMHHMsI, KOTOpas MOXET BKIIOYaThb OKHCIIUTEIBHOE
padunmpoBanue [5; 12; 13], THIpPOMETAILTYPrHUECKYIO
0o4uuCTKY [5; 14; 15], BakyymHoe papunupoBanue [16 — 18]
Y KPHUCTAJUTM3aIMOHHBIC METOJIBI OYUCTKH (HarpaBiieHHAS
KpUCTaJUIM3alus, 30HHas TwaBka) [19—22]. T'mapome-
TaJUTypruyecKass OUYMCTKA SIBISIETCS €JMHCTBEHHBIM IPO-
LIECCOM, KOTOPbI He TpeOyeT MCIIOIb30BAHUS BBICOKHX
temneparyp (He Boime 100 °C) u goporocTosimnero ooopy-
JIOBaHUSA. DTOT Hpolecc MOTPedIsieT OTHOCUTEIBHO Majlo
SHEPTUH U UMEET HU3KYIO Ce0ECTONMOCTb.

Lenbto HacTosiieil paboThl ABISIETCSA MPOBEACHHUE IKC-
MIEPUMEHTOB IO THAPOMETAILTYPTHYESCKON OUHUCTKE METa-
JYPrUYECKOTO KPEMHHUSI ¢ IPUMEHEHUEM Pa3IMuHBIX HEOP-
TaHUYECKUX KHUCIIOT.

] OBBLEKT MCCNEAOBAHMIA

O0BEKTOM HCCIICOBAHMA OBLTH 00pa3Ibl METAJLTYPIH-
gyeckoro kpemHust AO «Kpemnnit» xomnanun «PYCAJI»
(r. enexoB, WMpkyrckas 001.) MOCIIe OKHUCIHTEIBHOTO
pauHUpOBaHUSL.

B npoMbIIIIEHHOCTH TEXHUYECKUN KPEMHUH ITOTY4Yar0T
0 00IIel TEXHONIOTHUYECKOH cXxeMe HEMpPEPhIBHBIM CHOCO-
6om B pynHoTepMmuueckux nedax (PTII) uz kpemuesemco-
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JIEPIKAIIETO ChIPbs ¢ coziepkanueM He menee 98,5 % Si0,.
PynHbIM KOMOOHEHTOM THUIIAYHOM IIMXTOBOW CMECH CIIy-
JKaT HCKOIAeMble KBAapLUUTHL. B KauecTBe yMIepoauCThIX
BOCCTAaHOBHUTEJIEH HCIIONB3YIOT KOMOWHALIMIO W3 JpEBEC-
HOTO YIS, HE(TIHOTO KOKCA, KAMEHHOTO YIVISl PAa3IMUHbBIX
npousBomuteneit  (Kasaxcran, KomymOus); npeBecHyro
IIEMY UCIOIb3YIOT B KAUECTBE PBHIXIIUTEINS IUXTHI [5; 7].

TexHOTOTHS BRIIUTABKHA KPEMHUS MOJKET OBITH OITHCAaHA
obwei peakuuei (SiO, +2C = Si + 2CO), koTopas HenOC-
TATOYHO MOJIHO XapaKTepU3yeT MPOLECC BOCCTAHOBIIEHUS
kpemHesema B neun. Ilonyuyenne kpemuus B PTII — ciiox-
HBI BBICOKOTEMIIEPATYPHBI MPOLECC, COMPOBOXKIAO-
LIMKACA IPOTEKAHUEM PAa3IUYHBIX XUMUYECKUX PEeaKLUH
¢ 00pa3oBaHHEM OCHOBHBIX ITPOMEKYTOUHBIX COCIHHEHHUN
SiO, SiC.

B cBA3M ¢ HEOAHOPOIHOCTHIO (IO COAEPIKAHUIO IMPU-
MECHBIX 3JIEMEHTOB) IIOCTYMAIOIIETO Ha IPOU3BOACTBO
KpEeMHE3eMCOoIepiKaIlero Celpbst (KBaprmra Yepemrmanc-
KOTO PYJHMKA) BBITIABISIEMbIH KPEMHUH COICPIKUT HE3HA-
YUTEJIbHOE KOJMYECTBO JKeje3a, KaJbLus, aJIOMUHUS,
TUTaHA, KOTOpbIE 00pa3yloT B KPEMHUH Pa3IN4HOTO Poja
WHTEpMETAJUTMUECKUe BKITIoueHus [23; 24].

B rtexnonoruueckom mnpouecce Ha AO «Kpemuuii»
nocne miaBku mmxTel B PTII npenycmorpena onepauus
OKHCJIMTENIFHOTO Pa(hUMHUPOBAHUS PACIIIaBa KPEMHUS ITPO-
JyBKOHM BO37yXOM, HallpaBjeHHas Ha y[ajieHHEe B OCHOB-
HOM QJIIOMUHUS 1 Kanblys [7]. YKenezo U3 KpeMHUS TaKUM
CII0COOOM HE yHalsIeTcs, YTO BBI3BIBACT HEOOXOIMMOCTH
JKECTKO KOHTPOJHPOBATh MOCTYMJICHUE B TEXHOJIOTHUYEC-
KHU{ IpOIIeCcC ITOro JIEMEHTa C LIMXTOBBIMU MaTepHajaMu
(XKBapIMTOM, YIIEPOAUCTBIMH BOCCTAHOBHUTENSMH), WIN
IpelaraTh IMyTH MOBBILIEHUS KadeCTBa KPEMHHUS APYTUMHU
criocobamu.

XUMHYECKHIHA COCTaB 00pa3oB TEXHHIESCKOTO KPEMHHS
JUISL HKCTIEPUMEHTANBHBIX pabOT ObUT M3YUEH PA3THUHBIMU
METO/IaMHU.

CormacHO MPOBEJCHHBIM METAIIOTpaduIeckuM ucce-
JOBAaHMSM IUTH(OB UCXOTHOTO KyCKOBOTO KPEMHHSI Mare-
pHaa CONEPX UT B OCHOBHOM MPHMECHBIC MHTEPMETAIUIU-
yeckue BKIoueHHs (puc. 1). MccienoBanne mnpoBoauim
Ha MerauiorpaduueckoM Mmukpockorne Olympus GX-51
(Olympus, Smnonus), OCHalIEHHOM ITU(PPOBOM Kamepoi
Altera20. Taxke ObLT MPOBEACH PEHTICHOCHEKTPAIbHBIN
MHUKpoaHan3 (pHC. 2) ¢ TOMOIIBIO PEHTT€HOBCKOTO CITEKT-
pomerpa S4 Pioneer (Bruker, I'epmanust). YcranosiueHo,
YTO OCHOBHBIMHU IIPUMECHBIMHU COCTABIISIIOIIMMHI UHTEPME-
TaJIN/0B, 3a()UKCUPOBAHHBIX B 00pa3lie KPEMHUS B HE3HA-
YUTEILHOM KOJIMYECTBE, SIBJISIOTCS JKEJI€30 U aIIOMUHUM.

Hcxonuplit KyCKOBOM MaTepuan mojaBeprajics apobie-
HUIO ¢ MOMOIIBI 1mekoBoit apoowinku I11J1-10 (Poccus)
u nanee u3Mmenpyascs B mapoBoil MmenbHuue I1IM-1408
(Poccus). M3menpuenre NpoBOAMIN CTAJbHBIMM IIapaMH
0e3 QpyTepoBKH, lajee MPUMEHSIIA MAarHUTHYO CeNapaIuo.
bbul mpoBeneH aHanM3 IpaHYIOMETPUUYECKOrO COCTaBa
MOTy4EHHOTO METKO(PAKIIHOHHOTO KPEMHUS Ha JIa3ePHOM
aHaym3atope pa3mepa 4actui Analyzette 22 NanoTecPlus
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Puc. 1. BriroueHust HHTEpPMETAIUTAIOB B 00pa3iie KPEeMHHUSL:
a 1 6 — CBETJI0e ¥ TEMHOE T10J1e

Fig. 1. Inclusions of intermetallides in a silicon sample:
a and 6 — light and dark field

(FRITSCH, Tepmanwus). Ilpumech xene3a COHECPKHUTCS
B MEJIKMX BKJIIOUEHHSIX (pHC. 2), TOATOMY pachpeeiicHHe
€ro T0 (paKIisiM paBHOMEPHO. Pe3ynbTarsl aHamM3a IpH-
BE/ICHBI HA pUC. 3 1 B TabIHIIE.

CormacHO  TPOBEACHHOMY  T'PaHYJIOMETPHUCCKOMY
aHaJIn3y YacTULbl MCTAJUTYPIrhU4C€CKOTO KPEMHHUA MPEa-
CTaBJIeHBI KiaccoM KpymHocTd —200 MKM, MPUYEM OKOJIO
80 % oObema BCeX YaCTHI[ COCTABIAET KJIACC KPYMHOCTU

+12 + 100 mxm.  IlpoBemeH peHTreHO(IyOpECIEHTHBIN
anamn3 (P®A) marepuwana; monydeH CIEAYIOUUN dIie-
MEHTHBIM XuUMUYeckuii coctas, % (mo macce): Al 0,53;
Ti 0,0491; Ca 0,0628; V 0,0066; Cr 0,0024; Mn 0,0145;
Fe 0,6094; Cu 0,0037; P 0,0106; Ba 0,0077; Ni0,0071;
Zn 0,0022; Si 98,6939 (coaepkaHue pacCUUTaHO C YIETOM
12 npumeceit). AHanu3 ObUT TPOBEICH HA PEHTTEHOBCKOM
cniektpomerpe S4 Pioneer.

[onyuennsie criekTpbl POA (puc. 4) 00pa3iioB TeXHU-
YEeCKOr0 KPEMHUS ITOCIIE OKHCIUTENFHOTO padyHHIPOBAHHUS
MIOKAa3aJIM, YTO HUCCIEAYEMbIH MaTepHal COICPKUT pas3Ind-
HBIC TIPHMECHBIC JJIEMEHTHI (3KeNe30, THTaH, aIOMHHUMH,
Kanpmii U ap.). Camas pacnpocTpaHeHHass MPUMECh —
’KeJe30, KOTOpOe SIBISIETCS HanOoliee CIOKHOYIAISICMbIM
3MEMEHTOM MpU  (PIIOCOKUCIOPOTHOM pa(UHUPOBAHUU
KPEMHUSI M3-32 HU3KOTO €T0 CPOJCTBA K KHCIOPOAY (FKEeTIe30
MPAKTUYECKU MOTHOCTBIO OCTAETCS B pacijiaBe KPEeMHHS
U HE TIEPEXOJINT B IIUIAK).

[ 2KCNEPUMEHTANbHBIE PABOTbI
MO rMAPOMETANNYPIMYECKOW OYUCTKE KPEMHUA

Jlnst MOBBIIIEHHS KadyecTBa TEXHUYECKOTO KPEMHUS
Obutn BBHIOpaHBI B KauecTBE peareHTa Ipu o0padoTke
KpPEMHHUSI PacTBOPHI CEPHOM, a30THOMN, COJITHOW U MJIaBU-
KOBOW KHCJIOT, a TaKXK€ UX CMECH B Pa3IU4HbIX COOTHO-
meHusax. Jus aHanm3a BO3MOKHOCTH NMPUMEHEHHS 3THX
pacTBopuTeNell TPH THAPOMETAIUTyprHueckoM padu-
HUPOBAaHUU OBbLIT MPOBENEH pacueT W3MEHEHHS DHEPrHH
I'u66ca (AG,eg) KAk IOKa3aTens TePMOIMHAMIYECKOH
BEPOSITHOCTH MPOTEKAHUS XUMHUYECKHUX B3aUMOJEHCTBUI
MIPUMECHBIX BKJIIOYEHUH (MHTEpMETANIUAOB) C pasjind-
HBIMH PACTBOPUTEISIMHU.

XKene3o B KpeMHUM HaXOAUTCS B BUJE ABOMHBIX CHIIU-
uunos (FeSi,, Fe,Si, FeSi), a taxoke B Buzie 60s1ee Cl0KHBIX
UHTEPMETAJUINYECKUX COETMHEHUH, CBSI3aHHBIX C TATAHOM
u (wm) amomunueM (AlFeSi, AlFeSi,, FeTiSi, FeTiSi,,

10 mxm
—

Puc. 2. Pe3ynbrarsl peHTIeHOCIIEKTPAIbHOTO MUKPOAHATH3a 00pa3I[0B METAILTYPruIecKOro KpeMHust (a)
C onpejiesieHneM 00J1acTH HaXOXKACHUs Kene3a (6), KpeMHus (8) 1 altoMUHUS (2)

Fig. 2. Results of X-ray spectral microanalysis of metallurgical silicon samples (a)
with determination of the area of iron (6), silicon (g) and aluminum (2)
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100

Int (x), %
o
S
Dif (x), %

X, MKM

Puc. 3. Pacnipenenenue yactuil mpoOsI
METaJUTyprHYeCKOr0 KPEMHUS 110 KPYITHOCTH

Fig. 3. Particles size distribution in a sample
of metallurgical silicon

FeAl,Si,, FeAlTiSi) [23-25]. Ilpu peakuun B3au-
MopeiictBus naTepmeramuiaa FeSiTi ¢ pactBopoM cepHOi
KHCJIOTBI

2FeSiTi + 7H,S0, + 6H,0 = Fe,(SO,), + 2Ti(SO,), +
+2H,Si0, + 11H,

3HAYECHUE AG;98 cocrasnser —2412,34 k/l>/Monb. D10 CBU-
JIETEITLCTBYET O CaMOIIPOU3BOJIILHOCTHA TIPOTEKAHUS IPO-
necca.

Jlnst skenpecc-pacuera 3HaueHUS AGhgg XMMHUECKHX
peakuuii Oblia pazpaboTaHa KOMIBIOTEpHas MporpaMma
B penakrope Microsoft Excel [26]. Paccunrannbie 3Haue-
HUA AG;% ais B3auMojieicTBui coenunennii FeSi,, Fe,Si,
FeSi, AlFeSi, AlFeSi,, Al,FeSi,, FeSi,Ti, FeAlTiSi, TiSi,,
Ca,Si ¢ pacTBOpaMHM pasIMYHBIX KHCIIOT TaKKe HMENH
OoTpuLaTeNbHbIe 3HaueHus [27].

Jlnst SKcrepuMeHTOB ObUTH OTOOpaHBI MPOOBI KpeM-
HUs ¢ KpynHOCThIo yacTtur —200 Mxm. BrimenaunBanue

1000

600
500
400

300
200

Int, KCps

100

10

E, xoB

Puc. 4. Cnextp POA o0pasia MeTaTypruueckoro KpeMHHs

Fig. 4. X-ray spectrum of a sample of metallurgical silicon
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PesyabraThl rpaHy/10MeTPHY€ECKOI0 aHAJIN3A
NOPOLIKOOOPA3HOr0 MeTAJIyPru4ecKoro KpeMHuUst

Results of particle size analysis
of powdered metallurgical silicon

Kuace kpymHOCTH, . CyMMapHbIi BBIX0M, %

MKM R, o «II0 TUTFOCY» | «II0 MUHYCY»
+150,0 +200,0 0,72 0,72 99,95
+100,0 + 150,0 4,64 5,36 99,28
+45,0 + 100,0 27,14 32,50 94,64
+25,0 45,0 29,80 62,30 67,50
+12,0 +25,0 23,51 85,81 37,70
+6,0 + 12,0 6,87 92,68 14,19
+3,0 6,0 3,48 96,16 7,32
+1,5+3,0 2,18 98,34 3,84
-1,5 1,66 100,00 1,66

HABECKHM KpeMHHUs1 Maccoil 40 I POBOIMIM B TEPMOCTOM-
KoM crakaHe oobeMoM 400 mi1 B TedeHue 1 4 Ha rmecyaHoi
OaHe C WCIOJIb30BAHMEM MarHUTHOW Mernaynku 196110
(gactora Bpamienus 100 00./MUH) ¢ aBTOMAaTHYECKHM
HarpeBoM. I[lpm 3TOM CaMONpPOU3BOIBHO TeMIeparypa
pactBopa nocturana 60 °C. B skcmepuMeHTax HCHOIb-
30BaJIM PACTBOPHI KHUCIOT CICAYIOIIUX KOHIECHTPALUH,
% (o macce): H,SO, 10; HCI 10; HNO, 10; HF 4. Beibop
JAHHBIX 3HAUCHHUN KOHIICHTPAIMU pacTBOpHUTENEH Oa3u-
poBayicsl Ha OIBITe APYTruX HcciemoBarenen [5; 28 —30].
OTHOLIICHUE YKUIKOTO K TBEPJOMY OBLIO MPHHSATO PABHBIM
5:1, HEOOXOMUMBIH 00BEM peareHTa ONPEeIIsIN C YISTOM
IJIOTHOCTH KUCJIOTHI 33/IaHHOM KOHIeHTparmu [31].

[ PE3YNBTATBI M UX OBCYXAEHUE

[Tocne npoBeaeHuUs KUCIOTHOTO pahUHUPOBAHUS KPEM-
HUS TIOJTyYeHHBIE PAcTBOPHI aHAIM3UPOBAIH Ha CONepIKa-
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Puc. 5. CpaBHuTenbHas rucTorpaMma KOHLEHTpALUK IpuMeceit
B PACTBOPE KMCJIOTHOTO paMHUPOBAHUS KPEMHHUSI:

B-Fe.l-ALN-Ti; |- Ca

Fig. 5. Comparative histogram of impurities concentration
in the solution of acid silicon refining:

Il -Fe; AL M-Ti;ll-Ca
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HHE IpuMecel (puc. 5) METOAaMU aTOMHO-3MHCCHOHHOTO
aHayimza (ADA) Ha criektpomerpe PDA-8000 (Shimadzu,
Slnonwust).

[Ipn wcmonp30BaHUU B KadecTBE PAaCTBOPHUTEINS ILIa-
BUKOBOI KHCJIOTBI MOJIYyYCHbI HAWJIy4YlIUE PE3YJbTAThbl 11O
MIEPEeBOY B PACTBOP MPHMECHBIX dIeMeHTOB. KoHmeHTpa-
st coctaBmna 2380 mr/mm? xenesa, 831 mr/aM° amoMu-
nus, 145 mr/avm® tarana. [lpy MCHoOnb30BaHUM COJISHOM
KHUCJIOTBI MOJIYYCHBI HAWJITYYIIUE PE3YJIbTAThI 110 IEPEBOAY
KaJbIUs B PACTBODP BBIIIEIAYNBAHUS (€r0 KOHIICHTPAITHS
cocrasuna 147 mr/am?).

[omy4eHHBIe pe3yabTaThl CBUACTEIBCTBYIOT O BOZMOXK-
HOCTU NPUMCHCHUSA pACCMATPUBACMBIX KHUCJIOT HJId MPO-
BefleHUsT Ooniee TIyOOKOW OYMCTKH METaJUIyprHuecKOTO
KPEMHU, NOJTYUCHHOTO IOCJIC OKHCIUTECIBbHOTO pad)I/IHI/I—
poBanus Ha AO «Kpemuwuii». Takke ObUTH IPOBEICHUS 3KC-
NIEPUMEHTBI 110 BBIILEIAYUBAHUIO IPUMECEH B pacTBOP IIPU
WCTIONIB30BaHUH CMECEH KUCIIOT. J[JIs1 SKCTIepruMeHTOB OBIITH
BbIOpaHbI CIIEAYIONIME COOTHOIIEGHUS CEPHOH, COJSHOM,
a30THOM, aBuKoBO# kuciot: 1:1, 3:1 u 1:1. YcrnoBus skc-
nepuMeHTa (Temmeparypa, cootHomenue X:T, ckopocts
MIEPEMEIITIBAHIS U TIPOIOJKATEIFHOCTD) HE U3MCHSUIHCH.
Bbuto npoBeneHo 15 SKCIEPUMEHTOB IO BBILIEIAUUBAHUIO
MpUMecel ¢ pa3TUYHBIMA KOMOUHAIIMSMU CMECel KHCIIOT.
Haunyumue pe3yasraTsl 0 IEPEBOAY IPUMECEN B paCTBOP
THIPOMETAIUTYPrUYecKoii  00pabOTKH  MelKOo(QpaKIHOH-
HOTO KPEMHUS NIPECTABIEHBI Ha puC. 6 (naHHbIE ADA).

MaccoBasi KOHIIGHTpalusi THTaHa B PacTBOpPE BHIMIE-
JJayuBaHusl C MPUMEHCHUEM TPEX KUCIOT B Pa3JIMIHBIX
coornomenusax  (H,SO,:HCI=1:3, HNO,:HCl=3:1,
HNO,:H,SO, = 1:3) cocrasuna 2,77, 2,39 u 1,54 Mr/ove.

Hcxonst 3 pesynpraroB ADA pacTBOPOB MOCTE THAPO-
METAJTypPrU4ecKoro pa@uHUPOBAHUS KPEMHHUS, MOXKHO
c/enarh BBIBOJ, U4TO HanOosee 3(p(PEKTUBHON I MaKCH-
MaJIbHOTO TIEpEeBOIa TIPUMECEi B pacTBOP SBISIETCS CMECh

1800
1600
1400
1200
1000
800
600

)
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Puc. 6. Pe3ynbrarsl aTOMHO-3MHCCHOHHOTO aHAIN3a
pacTBOPOB pahMHUPOBAHUS KPEMHUSI:

AL -Ca;Jll-Fe; - Ti

Fig. 6. Results of atomic emission analysis
of silicon refining solutions:

AL -Ca;Jll-Fe; -Ti

CEpHOH U IIABUKOBOM KUCIJIOT IIPU UX cooTHoueHuu 1:1.
[Ipy ncnonp30BaHUM TaKOM CMECH KHCIJIOT B KaU€CTBE pac-
TBOPUTEJII MaccoBasi KOHLEHTpaLMs JKejle3a, aJllOMUHU,
KaJbIUs U TUTaHA B pacTBOpe HambOombmas. Mcmoiap3oBa-
HUE B Kau€CTBE PACTBOPUTENS CMECU CEPHOM U COJIIHOU
KHCJIOT B COOTHOLIEHUH 1:3 Tarke NO3BOJIMIIO JOCTUTHYTh
JIOCTAaTOYHO BBICOKMX 3HAYEHUI MacCOBBIX KOHIEHTpPALMH
MIPUMECHBIX 3JIEMEHTOB B PacTBOPE BbIILEIAYUBaHUS (IO
CPAaBHEHUIO C UCIIOJIb30BAHUEM KUCIJIOT 10 OTAEIBHOCTH —
kpome HF).

- BbiBOAbI

Jns OYMCTKM METaTypru4ecKoro KpeMHHs BbIIOJ-
HEHBI HCCIICZI0BAHMS KUCIOTHON 00paboTKH 00pa3IoB Mel-
KOo(ppakIMOHHOTO KpeMHUsl. B KauecTBe peareHTa UCIOJb-
30Banu 10 %-HbIe pacTBOPHI COJSHOM, CEPHON M a30THOU
KHCJIOT, a Takxke 4 %-Hyl0 IJIaBUKOBYIO KHCIOTY. Tepmo-
JIMHAMHYECKH B3aUMOJICHCTBUE MPUMECHBIX METAIUICOIEP-
JKAIlMX COENMHEHHMH KPEMHHS ¢ 3TUMU PAaCTBOPUTEISIMHU
BO3MOXHO.

[Ipu wucnonb30BaHMM B KavyeCTBE PACTBOPUTEINS ILIa-
BHUKOBOHM KHCJIOTHI IOJyYSHBI HAWIYYIIHE PE3yJbTaThl IO
NEPeBOJly B PACTBOp Keje3a, allOMUHMA, TuUTaHa. [lpu
00paboTKe KPeMHHMSI COTSTHON KUCIIOTOH MOTyYeHBI HAMTYd-
1IMe Pe3ysbTaThl 0 NePEeBOAY KalbIHs B PACTBOD BbILLEIa-
4yuBaHus. Vcrop30BaHNe B KAY€CTBE PACTBOPUTEIIST CMECH
H,SO, u HCI (1pu cootHomenuu 1:3) mo3BoIMIO JOCTUT-
HYTh JOCTaTOYHO BBICOKHX 3HAYEHUIH MAaCCOBBIX KOHIICHT-
pauuii IpUMECHBIX JIEMEHTOB B PAaCTBOPE BbIILIEIauNBaAHMUS.
CrerneHb OYMCTKHU OT skene3a coctaBmia 33,32 %, amoMu-
Hust — 54,64 %, xanwiwst — 65,77 %, tutana — 15,64 %. [pu
WCTIONIB30BAHNH CMECH KUCIIOT Hanbosee 3(GEeKTUBHOM st
MaKCHMAaJIbHOIO MepeBoia MpUMeceil B pacTBOp SBISETCS
CMECH CEPHOMN U IJIaBUKOBOM KUCJIOT IIPU COOTHOIIEHUH 1:1
(MaccoBasi KOHLEHTpaLusl Kejie3a, aJlOMHUHUS, KaJbIHs
W THUTaHa B pacTBope HamOompmmas). CTeneHb OYNCTKH
OT JKene3a mpu 3ToM coctaBuia 88,37 %, amroMuHHS —
81,85 %, xamprms — 94,62 %, tarana — 92,22 %. C Toukn
3peHHs OpraHu3allMd KHUCJIOTHOM OUYMCTKH KpeMHHS B
MIPOMBIIIIJICHHBIX YCIOBUSAX JKOHOMHUYECKH M DKOJIOTHYe-
cKku 1enecooOpasHee BoIOMpaTh cMech 10 %-HbIX cepHOit
U COJIIHOM KUCJIOT IIpU COOTHOIIEeHUH 1:3.
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