CN 102153088 A

(19) e AR FNE ERFIR =G

=
B

*:‘P (12) % BHEH BT

T

(10) HIFA%HS CN 102153088 A
(43) HIiF AT H 2011.08. 17

(21) HiES 201110040875. 0
(22) BiEH 2011.02. 18

T RIFEAN EITKR¥
Hbdlk 361005 #EiE4E E )T B 422 5
(712) ZBBAN Z2iE PP w2k
KA (EREL
(74) ERMRIBAE B[ 1/ 92 B RS
35200
KIBA LNA
(51) Int. CI.
COIB 33/037(2006. 01)

BMZRF 1 7T

B 5 1

(54) ZRRETR

— P& B RE I IE IR VL BRI 7V
(57) HE

— PG R RS RRVERR I T . W R E
FeE PR B 2 77 2%, $R A — ol 4 o8 Tkt ) e T O B
Jiike K RG22 N oek o, 4 4 JE Rk
FLRE N AB A3 o, S S AR A I L
& B RERL, K T BB I B S R A 4
JERERL 5 SN 45 RS S A B R EHE AR R
e, VA KRR REBE, B BT 19 ek B A O BB, I O
R BIRENS, BT REN A CERR I 220, T /KiE
T4 5K AT R R 0 IR R TR VA L B TR D Y R
RAH . ERRIBAB. SHREBREEE D 1
W, BRVEJG HIRERS T F i K e T3, RIS BRI IS
e EiE. BRI AR &, Al Eil 96 % UL b ¥4
JEE e RO 2 B A Sppmw PR 0. 3ppmw ELT, 15
JERPABER £ eI ZE R



CN 102153088 A W F E k B /15T

L —Fh & SRk G v B U BRI 7 v, HORRIEAE T RS LN IR .

1) BTN TR TN DR, 8 4 B R N R 3 b, $h 2025 2 200 ~ 600Pa
JG 7848/ A 9000 ~ 11000Pa ;

2) ML G B R KD IR 1) PO RSN AL 5 S & B ek, FHE S
1600 ~ 1800°C, FiE NG/, RNV 5 Ml A S B MR SR b, 1 HIRITSREEE

3) N4 TR REEE MR IS, L9453 60 ~ 100 H RN, TS ebr FH CERE R 2, /5
)ﬂﬂ@%?ﬁ'ﬁ??@ H

4) KB BR 3) BTSRRI K SRR VA VR O BRI R VR 4V U R TR A ER TR VA T
RPN 1 IR, BRE 5 R T FHSE K e 144, RIASBRAN 5 14 JE kek

2. WIAURIESR 1 ATk 6 — P& B ek (R 3 v R VE BRI 5 vk, HASIEE FAEP R 1) oF, Br
ARIE T K AL,0,-Mn0-S10,~CaF, &, H A Rl i 7 43 LA A1,0, 24 10% ~ 30% , MnO
h 5%~ 10%, CaF, Jy 5% —15%, 4> 4 Si0,0

3. WIAURIELSR 1 FTIR (10— P & B ik S A IR VE BRI 7 ¥, AR IEAE TAE DR 1) T
GEER EEERINRER A T C (0.06 ~ 1),

4. QIRUCRIELSR 1 BT IR () — Fh & 8 fe RIS I R VE BRI 7 v, JURPIEAE TEP IR 1) P ATk
VRN R 2 BB RBEEE D s TR & B i b g BUIR & B fokl ok Rk & S ek bl

5. WIAURIE SR | Tk G — P& @ ik (M IR U BRI 75 vk, S IEE FAEP 3R 2) o, Bt
RENESHIEFN 1.5 ~ 5L/mins

6. UITAURIELSR 1 BT (1 — i & JE ik A A BRVE BRI 7 V2, JLARIEAE TAE D IR 2) 1, fr
SN ISR A 2 ~ 5h

7. WIASURIESR | TR G — P& B Ak (13 v R e BRI 75 v, JRFIEE FAE PR 4) o, B
IRV R E A 50 ~ 60°C.

8. UTAURIELSR | BTl (19— & J ek R s R WE BRI 7 V2%, JLHRIEAE TP IR 4) , fir
TR ER RIS EIR L R 20 % ~ 40 % , TRIR VIR B PRSI 18] 4 5 ~ 8ho

9. WIRLRIER 1 Frid i —Fh & @ ik RIS v FRE BRI 7 v, HLRREAE T4E0 58 4) A, Bt
FRAHIRIB AP A ARILE R 1 0 L SRR IS R VR A VRV TG I TRl 10 ~ 12,
10. GIAURIEESR 1 BTIR (19— 4 8 ik X s i IR VE BRI 7 v, R IEAE TED IR 4) 1, A
BIRIRA W IEC T R AR FUE L, SRR 10% ~ 40% , FMNEHEF o — MRl 4 ok B B
FRILETEIREN N 2% ~ 5%, it EALE N 4% ~ 8%, TR K 5% ~ 10%, ERBIE S W
RGBS h 16 ~ 18h.



CN 102153088 A OB P 1/5 5

—MEREEERITRMTE

ARG
[0001] AR K & Wik (R ER AL 5V, JUHD i< J ik (V035 IR VEFR 1 5 2

BEREA

[0002] B tH 520 G 1) R e A T AL IERE R HERE, N SRXTREIR N 77k 5 HAR MG . e 2
(5 BF vars A FEE AR RIS 5 N 288 A 8 5 R A il AR S AT BV A R i fe L, He vk
[R5 G P FE I ). 5 AR R RE A L, KPR R i A TE v IR (4 R IR 78
AR S T A R S (BRI, P LU SO R U SR IR 5575 YL el e PRI, DR EE
PRBN A A 21 2l i R RE YR

[0003] e e 2 1A% B A K BH i rEL T 0 R R, 2 A R A 1 Mk BOBAR Pk i 2
Ao BT, K BESIER B T AR ST AR R G, 90 %6 SRUR T Ft 1~ Z0e ) RO L B 5
RSk R, B2 AR BRI RE 2 AL CRRAG T AL R &

[0004] 5 F T KBH A8 LI RIAELERE AN T 99. 9999 % , Bl & AN T 0. 3ppmw, HLARPY
IR BT T B A% 1 2 K P B8 R R, R T B 8 Fi s ) R AR A = e ik
TESt. HAl, CEAFAE LRI TT 5, P LU PR A B K BH RE e o IRAEAFAE B AN R
8 B S AR < S 2 B 25 B e T 2, T b B 2B R AR KO BRI 28
A%, R M A% G AT E T o ] BB e R 2 v o T IR 2% B ) 255 B 0 K B e rEL Ttk PR 2 B AR
REISEE , PREER 3R B P R AR A BRI U 5 2 2 A S A I A

[0005] Alemany 2% A (1. Alemany C, Trassy C, Pateyron B, et al.Refiing of
metallurgical grade silicon by inductive plasmal]J]Solar Energy Materials&Solar
Cells, 2002, 72 :41-48) 7EH F HLREBERY. Hy=0, 55 B -1 14 b PRk BN A AT 1 Sl AR RS R
I, G AR A v SRS G5 SR 40 B, UE SETeE TP AR 2% B oe 3 S B2 DL BOH T A 44 Uk <
. e A (2. Wu Jijun, Ma Wenhui, Wei Kuixian, et al.Removing boron from
metal lurgical grade silicon by vacuum oxidation refining[C].Proceedings of the
8" Vacuum Metallurgy and Surface Engineering Conference. Shengyang, 2007 :51-55)
KA Ar-0, 55 B 114, 7 2286 ~ 2320K i [Hl PAGHR 10min Ji5, i oh A0 & &t 40ppmw f4 )
2ppmw, H AL AH] JP4-228414 K HANRG AN E TN ARG T, P SHKEA 68
A AR R BISE B A, RS E R I, TR BER 4L . L E T2 HRA T 5%
B, O Bk, DMV RE R X TR B 7, WO SR MR T A8, FE LK, A 2
INFIAJ S, A2 7™ R AR = o

[0006]  frk: F5 15 <5 g K K FRAICTEE o 2% 53 73 Bt 3 0, 30 JLAF O 1R BRiE R 40 2 ah ik A 9T
i, Kazuki Morita ZE A (3. T.Yoshikawa and K.Morita, Removal of B from Si by
solidification refining with Si-Al metals[]J], Metall.Mater. Trans. , 2005, 36B :
731-736.) MR G EERINEEAT TIRA RGBT, IR AR XA =45 2] T EA ]
LR R 23 B AR AR 14 ST 5 Si-AL & B AR TR K 43 B8 R B [ 44 S1 5 AR S1 2
[ 7 B R ECE MR 2, I HREERZRIBRAC (s T Si-AL S8R, 0B RS
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KN, B AR U L R AT IR 3 98 % LA E . SR EE A US2010/0254879A1 4231 T —Fh
M Si-Al &SR IEA CLy 80N, AR, BT LA 30ppmw FEAKE] 0. Tppmw, L A1 2455
@ P Al AR BR 22 SRR B &, JF H B 5 AR B, {H2 AL 5 St TRl RSE AU BOR, 1
H2 BRI, TG K T i A Si-AL & 4 30 8 HOR I HERE , Py DL — MR H 2 IR IR
Ve Ty KA st FL 2B, X AE— @ PR B3 T A

[0007]  H A, LR AR A BT TP 2% PR A R S LR US5788945 /4 FF— i
[f) Bk PP SR AN LI N 60 % Ca0 ~ 40 % Si0, 3K 5 12, v AL B il ik v Rk A —
AN, BOE I AN B A L S A0 ST Rl 0 A 6 AL, SR i =
A M 40ppmw £ 2 1ppmw. ZE[E L F) US2008/0241045A1 K H 1E A FI A S10,~Na,CO,, 15 FE7E
1600°C T, fek 8 FRAK 2 0. 16ppmw , Horh i v R A A o

[0008]  J&EMEVEREGT I A& A, B RUAE Tk B N A AFAE LR ImEE < 15 5, A L bR ascR
T AEIE B R B BE 0 2 S B 2SR o LV, v o R Hh Bt 50 (4 A X ik v, BR okl 17 A
A W AT A E— BT .

[0009]  VBVZIR G IRANE G R E T (—RIEIR ) MR R KA
MEHATR H SR P EEHR 200610170726. 5 A T —F & BEESIHER SRR A RIR S
KR AR IR Y 7125, BB BRI 4E S KT 99. 97% . [ELF) 200810011266. 0 KA T
— P R Ik S5k 25 T B AR AR E (1) 7 75, S R 31 A 38 I FE A, S S AL B R
Y AR5 53 AP R R  E KA RIR IR, 19 B4 99. 99 % kL. DL B T2 m] IAEH R
AT, 84T AR, VA T R AR B OK, B SR HUREE I AN v e g A A e AR
AR HK BH BE R RER R, B A R B AR 4 B A TR A RV LU .

ZAAAE

[0010] AR B B MILE TR XTI B T & S8 ik BRI 7 V2 A7 AE IR ) 8, 324 — Pl 1k
FET A6 R BT V5 G /N A2 7 AT 1 4 S ek PR v TR R 7

[0011]  FIrik 4 Ja ik s A RV B 7 V2 B DL R AP BR

[0012] 1) HF3& T HHFEN BG4 & JE R NS 3R, 30 & 200 ~
600Pa J5& 7845/ < & 9000 ~ 11000Pa ;

[0013]  2) hndh@iib & @ ekl KPR 1) AU &R A ik 5 s & m bk, ot
AR 1600 ~ 1800°C, FRIE NG, RN G ¥ A @i RHME AR b, A HIRISREEE ;
[0014]  3) AT RESE AR IS, i 79 21 60 ~ 100 H RER, Tt H R ik
M, B AKEVETE

[0015]  4) HDER 3) PR FRERs K IR H 2 IRV L Bt R A BRVE & W - SU R IR TR 6 2R R
WAL AR /> 1 IR, B o BIRERy 71 A Kt 45, RIS BRIS & @ Ak

[oo16]  {& & & 1) o, B &k i& ¥ F| ¥ 4 A1,0,-Mn0-Si0,~CaF, i& ¥ 7l 5%, B &
A1,0,-MnO-Si0,~CaF, it ¥ 5l i 41 i 4 0 2 7 43 LU AT 24 :AL,0, 24 10% ~ 30%, MnO 24 5% ~
10%, CaF, A 5%~ 15%, &4 Si0, s A & @ ekl 5@ AR E T 1 0 (0.05 ~
D) PR F TR 2 - LS BB EE N s ik & JE L v] ok HOlR & 8 ik 3ok R 4 )8
FEEL

[0017]  TEBER 2) v, PR i@ NG/ SWIEZA] A 1.5 ~ 5L/min, ik M (IR R] 2y 2 ~
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5h.

[0018] IR 4) T, FTIRBEBES RIEE A K 50 ~ 60°C ;TR ShES S WBUT B B Al
20% ~ 40% , th BV TR VPRV RN R) A] 2k 5 ~ 8h 3 TR Tkt I AR I V-5 v P 7 25 AR
LEwl 28 1 0 L D ER RGN R VR & VRO VDR B IR IR R AT 24 10 ~ 12h s SRR VR A VIR EC 7 7]
AR, ERBR R 10% ~ 40%, RIVEMER] o — MkEiaiRah (A0S) B B bt ik AT R
1 (LAS) h 2%~ 5%, it SR 4% ~ 8%, iM% h 5% ~ 10% , SRR IR SR
PRGBS R A 16 ~ 18h,

[0019]  SELAH AR, A% B HA R

[0020] 1) #R #& AH B H i, M A L 57 B0, AK & HE M0 4 A, X E WK E
A1,0;-Mn0-Si0,~CaF, X ™ & 7E M 1R 5 (1 S A0 A A, R B HL A o 1R W e 4 6 ek
FRURAER B

[0021]  2) SR A 598 L S 5 4% A SUEE AR, nT DA dolhe: , 76 ek 3 T 7= AR Al /N FLAT 25
a5 RIS R0 S T AEBR PE A T vl SN ER T BIL &) 5 1~ BE, 5 4% [0 M ek 2 T W B o7 o LY
Ko TEAM IR 5 PP CARRAR T RS R G AL BE AU B0 T, BERS P 2 BT 25, il 2
B, AR PO I RS, i F AL S R A AL, SEN I & 21— DR,
[0022]  3) AKMBRIIZCE &, Al Ak 96% P L. & B 80 & M Sppmw FEARK 3
0. 3ppmw LA, 3 2 KPHBEZ 2 i AE R K

BIRLHEA T

[0023]  SEjifs) 1

[0024] 1) ¥ 2. 5kg HIIEA T A1,0, (20% wt) -MnO0 (5% wt) —Si0, (70% wt) —CaF, (5% wt) I
AT TR, T A0 ¥ 55 e N RS P ek G

[0025]  2) #f 50kg <@ fik P ABEERI I P, B HULBCR , #1345 48 500Pa I, & 52
1], S NI , 85T A 10000Pa.

[0026]  3) Az kL AL, FritRl e AL IS, BER DURHG, I A I A Tk
i PRy VR, SR €5, — ZEAMIIR S s Al FE 45 il 4E 1700°C .

[0027]  4) BB RECR M PIA 10min, 2R )5 222540 N FEHT R E#D 10mm AL, 1468
SBERE, IEHARLE S 3L/min, T 3h 5, PRSI I TP B SR A R N AR A
S IR H A, BV B 800°C, £R35 1h, Bl f5v& 1, BUH AEEE .

[0028]  5) ¥ DUR 4) FriSabEemime At es, 45 2 60 ~ 100 H ik, kBRI LR
VAT 2 AR B, FH 25 8 KK T

[0029]  6) K BUR 5) AbF S HIRER AN T 20 %6 IR FE 1) Sh IR VS TR P , ZERE I FE 510 T,
VI EE G 10 3, 50 ~ 60°CH R iR 8h, LB Tk Mk 3 1Ko

[0030]  7) WA ER6) BRUESG AR IMAARIRLL 1 1 1IROEIR S IRAS IR VR AW, 72T
BRI A R WIE A 1 0 3,8 50 ~ 60 CH iR 12h, 2B /K k 5 K.
[0031]  8) #BIR 7) BRYE S5 AR N 40 % MR FE M IR b Yo W FE IR T vE TR o — 4
SRR AN (AOS) BY B BB 36 AT RN (LAS) <5 % ¥ FE ik S AL SR 10 %6 3 B2 110 1l it BR 24 11
TRET, FERE SRR 50, WRIE L 9 1 3,35 4 50 ~ 60 C¥ i hiE e 18h, &5
TR 5 R
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[0032]  9) B IR 8) AbIH T KIREN NN B 40 % 4 5 18 SR BRVS W T, TERE PR BE R4 4E T
W LE R 10 3, 3N 50 ~ 60 CHRIE bh, H 25 B F/KPE 2 Ik, B2 KT pH{E A
6, M, RIS 25 BRI i ko

[0033] i 5 B8 FUEKRE A DO A3 (TCP-MS) A5 rh A 5 &2 0. 21ppmw s

[0034]  SEZJfafs) 2

[0035] T ZVRFEIAISEER] 1. &N ke 1 A1,0,(20 % wt) -MnO (10 % wt) -Si0, (65%
wt) —CaF, (5% wt) » & SR E RS | ¢ 10 GERELL R 0. 1) o frfEkl e a5,
JoE 5 IR, Ak Y N TS Tk R 3 v 5], R OUEE €8 — 20 A0 I S A e i P 42 i) 7
1700°C o 189 % 22 Ak V36 1] AN 10min, AR 5 2% G4 N R 29 JEC 58 20mm A, #2530 AR UL
o4 3L/min, /S 4h S5, PR AR 38 P 0 L2 R R A AR N R B A SR A L, BRI
IRER] 800°C, ¥ 1h, B G421, BUHRESE . AEATRESERIIE TS, 2L 753 60 ~ 100 H
TN, R 8 I SRR AT 2o AR B, FH 258 R MK T

[0036]  FRWELLFE S SLHER] 1 AHIF

[0037]  E I 5 i+ FUBRE A B A% (TCP-MS) IA5AE P 5 &4 0. 18ppmw.

[0038]  Sjfs] 3

[0039] T EIMAEIRISEHER] 1. 3N 7. 5ke 1) A1,0, (30% wt) -Mn0 (5% wt) -Si0,(55%
wt) —CaF, (10% wt) » IEEFI SR ERIN 1 0 5 (lRELL R 02) o frflkl e et )fE,
TR HORLGr, [ Aek Y N T i FRp 3 v 5, R R SLEG € — Z0 AR AT s il i 4 il 7
1600°C o ¥4 18 < HE B 22 Ak VR T PR 10min, 4R 5 25 25 3 N B EH 3 JEC 355 20mm Ak, 28 310 AR
H oA 2L/min, /S 3h J5, PR MR 3R 6 LR R A SRR N AR B AT SR I A L A, BRI
IRPEF] 800°C, fRIE 1h, BG40, BUH AT . AEEEREATHRE JIFBE , 1L 515 3] 60 ~ 100 H
WER, Ry 8T SRR IEAT 2o AR B, FH 25 3 oK KT

[0040]  PRYEILFE [R] SEHif7) 1o 055 & 1 W RO & B () (TCP-MS) W15 P i A 25 4
0. 17ppmw .

[0041]  SZjffs] 4

[0042] T EbFRESZiM 1. &34 10ke 1Y ALO, (10% wt) -Mn0 (10% wt)-Si0,(70%
wt) —CaF,(10% wt) . EEFISHERMEEI A 3 ¢ 10(BEE R 0.3) . FriEkl g4 mfL
S » TR IRG 5 r) Re v P I N TR L PR v 7], ) P O L B — 0 NI ASAE sz vl i 42 o)
76 1800°C o WM A M 5 B RE MR 2 TH PN 10min, 4R S5 22224 N B HH 308 JEC 0 10mm &b, #3761
RLE A bL/min, T 4h J5, ARG HRITTIN Th I BRIV A R A R B A SR s L
BAARIE 3] 800°C, 35 Lh, Bl JGva 31, BULRESE . RESCRESEIRE BT EE , i FH 15 3] 60 ~ 100
H BFIRERT, ik il SR AT oAb B, FH 28 TR KT o

[0043]  PRick F4 (A SE A7) 1o 28 e 55 B 1 HUBGRE & BTG A (TCP-MS) W15 th I8l & 204
0. 14ppmw.

[0044]  SCJEfH] 5

[0045] T2 FRRISEfEm] 1. EEH)h 15ke (1 A1,0,(30% wt) Mn0(10% wt) -Si0,(45%
wt) —CaF, (15% wt) . & SEERIERIL A 1 ¢ 2(ERELL R 0.5) o ekl e i),
TR HRHBr, ) Ak Y N T ak B 3 v 5], M) R OBUEE € — Z0 A1 IR A s Al i 48 i) £
1600°C o 418 <, ¥ 4 22 Ak Y 3 111 AR 10min, 2R J5 28 S84 A\ BE3H 1 JEC S 10mm Ak, 328 i) < A3
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O 2L/min, 8 2h J5, PRSI S b ) R R A SR AR A SR IR R rh, BRI
R 800°C, £ Lh, B 5V 20, BUHAEEE . REEERESERL A VTS, 1715 21 60 ~ 100 H ¥
ek, by T ORI IEAT 2 AR B, FH 25 8 oK KT

[0046]  PRPEIE R [R] SEHif7] 1o 55 & 1 HLBORE & BTG () (TCP-MS) W15k o BB 25
0. 14ppmw,

[0047]  SZjtifs] 6

[0048] T Ziit e [RISZiif 1. & FIA 25kg [ A1,0,(10% wt) -Mn0 (5% wt) -Si0, (70 %
wt)—CaF, (15% wt) . IEEFNSEERNEREL N 1 ¢ 1B 1D . frEERsEemtt)s,
JOE 5 IR, P Ak V0P I N T ik ()32 YA 5, AR R XUEG €8 — 20 AR SO s il i 4 il 7
1800°C o 10 < 4 R Ak 3R 1HT TN 10min, R J5 S22 4 AN FEHH 3R JEC S 20mm AL, 458 i) SR
&M 5L/min, K 5h J&, PRI 38 A 1 B R R A RN AR A SR IR B, PR
HREE] 800°C, £ 1h, B f5vA 20, BUH fEEE . REEERESERRE TS, 17715 21 60 ~ 100 H ¥
ok, by I SRR AT 2 AR B, FH 25 8 oK KT

[0049] PRIk 7[R SEif5) 1o 18 o 55 5 5 HLBGR A& BTG (. (TCP-MS) W15 i I8l 2 204
0. 11ppmw.



