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L. — i FH T v Vb S A4 () B R AR A/ /AR 22 S AN R T, HUAR AR AE T« H AR e
RO S R TR 7 ) A /R R 22 2 A B s BT ) e /R 2 IR R SR N
KB & 0= Sa S S0 E b G RGT 950~ 100nm , Ho 18] 2 9K G 4R 5% 2 S
J 1 B R ST 50 ~80nm, 38 J2 A AK B & & 8% )2 B & S8R I sk RS 20~
50nm;

B A S ZH R E 0.5~ 2um; 8% R )R N0 . 5~ Lum s SR & 98 )2 R R0 1
~(.bum;

BT [ 485 4 40 R P Bl 27 B oR0 . 5wt % ~5wt % s TR AL & &4 B ik & &
2wt % ~bwt % .

2 NP AR EL R 1 BT (0 FH T Tt e A (1) B 7 AR B/ B/ AR 2 R AN B N SLRRAIE
T ket & SRR S E 2wt %,

3R AR EL SR 1 BT (9 FH T it e A (1) B 7 AR B/ B/ AR 2 R AN BN SRR AR
FET : Ik AN AN 9430 A5 4N

4. ] B BRI ELR L ~ 3T — T iR 1 FH T H 3t e A4 1) B 7 A et / 4/ B T 2 )2 AN 5 W
I 7%, HAFAEAE T« FEAS S5 AN 2 i — 3R 0 AR 4 T ik o LB 490 K it e 5 90 )2 L Ik
IPELBE K R 2 K S 4K R A B R S AT IV B R b 3
3

Fir il () #4475 ab 28 3 R R AE BN/ B AR 183 850 °C ~950 C b FE30s ~
120s;

Frid-FE b B b R N ER 1% ~4% .

5. MR AR EESRAFTIA 1 F T it 52 A4 1) B 78 B 0 / 4/ B 2 IR AN R A0 1 7%
HRREAE T 4D N AP BR

(1) 5o AN AN FU0% 3 10 R AT 10 2B il T A A B

(2) FEANGS AN () T35 A2 T B 7 e /A /ol 22 2 B

a) Soid i kP L A AR RS A SR

Jik R T 246N

BEVR Ay - BT A HE DL R 4143 :NiSOs » TH20 250~300g,NiCl2 * 6H20 30~50g,
HsBOs 30~50g,CoS04 * TH0 1~15g, & H%0.05~0.15g, FEE0.2~0.3mL;

ik L A T 2580 P VR 25 3~6A/dm?, pH{E : 3.5~4.5,ion:5~50ms, iof f: 5~
250ms , 1L & : 40~60°C , [ : 45 & 4

b) P Ik ik e A K SRR 2

BEVR LAY - BT A HE DL R 414 :NiSOs » TH20 250~300g,NiCl2 « 6H20 30~50g,
HsBOs 30~50g , 1 A F:HEEE 40 . 4~2g, T —F20.4~0.5mL, Fif50.8~1g;

ik R A T 2380 P VR 25 3~6A/dm”, pH{l : 3.5~4.5,ion:5~50ms, i0ff: 5~
250ms , 15, & : 40~60°C , FAM : 5544 5

c) FE I Jhk it o FEL S AR R AR S R 2

R Ay BT P A FE DL R 4 :NiSO4 » THa0 250~300g/L,NiCls * 6H20 30~
50g/L,H3sB0s 30~50g/L, % & 20.05~0.15g/L,HsP0s 20~70g/L;

ok P B E B T2 S UGB L IR B 1 47 ~82A/dm®, (5 AL 1 15% ~25% , FE VR T

\

2
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1000~1500L/h, #5 /& : 55~65°C , pH{E0.5~1.0, FAHL : £5-4K ;

(3) Mg BET

(4) AT Y B S B AL

6 . R AR ZE SR A ok (1) FH T th 5 A4 () B 78 AR / 80/ Bk 2 SR S AN 85 N 1 0 0
FLRPAEAE T < XA X i TR 2 10 2/ 0 sk o3 Yol R s 3k » B S5 Vs AL 7R R e RS 4L

FFFFE W P A FE DL R 2245 : NaOH 60~80g,Na2C03 30~50g,NasP0s 20~30g,
Na2Si0s5~15g;

54 T A < % TR FEE - 80~90°C 5 i} ] : 3~5min s

BEFHIE AT A B R B B H2 S04 : 40~ 300mL 5

L VG AL FL U 25 £ 0. 3~0. 5A /dm’ s B i) : 1~5min.
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— M RATRMFARNEB IR/ R/ IR H L RIRAFNT R H
H&RE

BAR G
[0001] A B B A S e — b AT T F s e AR I At / L/ 08 22 2 T ) AN 75 ANy B L
7% BT AN L b R

EREAR

[0002]  FfE RN H a5 &k e, L 2s AR A e v, (485 20 i 28 Bk iR 22, AT o) ft v ey 22
SRR, f R A AR BUN VR B K IS RS A A ROk T2 1 iE A it
F b B A TR v , AR B R, 4 T it FR AN RS — R/ N g v i, 4 44
M 3= AR R 7 i 1 5 2 FL U o B A A D B AT ML IS s R R, F AR b O
RN —Fhat IR R RN TG ARV A2 2 — , e i SR AR R, Do EL T 2

[0003] x4 A v 3= S IR AR RL L SOARAS B L BRI L L AR A e i B T B8 2 7
T b A R 7 AT R B R AR v IE AR AR L SRR R S B R 4R R
oy NS S P i s IR (B S N v R B Al o L S5 v Pl i o1 LG NS = I T I R
WA SPUIEE , B A1 I A A R S5 T A [R] 287 o DRI, & il B A e k) A 7
AR T 2 FR E A AT Mk A R AU K R RS — .

[o004]  EHal, HTHRNEHEMZTARIAENETAAEERZHWE: PEEH (AFS
CN201289867Y) H 42 21| , TR A 1 8 Ith 72 44380 5 SR FHAS0ANEE BN T B304 AN ES N iy 1 s Th
J8 > R FHABOANGS BN oot e 0 B 1) 2 A L S L P R L S PR R S b RIS M BB 22 s SR 304
AN AN o s T R e AR A B R B IR AS R AME A AT AR R A R 2 4b o

[0005]  SAyfif e b3 u] L, oh [ 5 R (2 FF5 CN1600904A) 2 H T — P B BRI b AN Je Ho AR
FE O AEARE N L 3% 4 H % 2~ 3um AR i, 0 Tok P A P RO et b EE SR AT O
JEAT BB BT O AR/ B BUZ SR B RS B A5 B BT TR 5 R A i iR AN 2
JEANZEAS/INT-8% , I B L 14 BB IR 84K, HL AL R 1) A 28 Rl J it 1t e, =2 T = R Rl
A

[0006] L[ L] (AF5US4760002) AFF T — Pl 40T Je H AR 7= 732, Se AEAR B BN
RS — R, SRS R — R, B S A A AL R Y A AR R B R B
AR B & AR 2N, A IR e ) i it 5, SRS i A A L, R R b ) A7
i PEREHE 15T 130 %6 , [ A AL th (140 7350 P 2 Bt AT 5 O R 1) 4 v o L SR DR A T 5 A 6 11 P VA
e R A PR H Y fr P BEL , iy ELR F3 v M R SE I I

[0007] o [E ] (AFF 5 CN201289867Y) HfgtH T AEA30AEE AN b 50 [ 4% o0 2 4, 1% 9%
BT TR b s AR AU, DAdE i T F R 7o AR i AN 5 40 1 5 L PR R PR RE A
S RIMn T

[0008]  HH[E EF] (FHiE 5201010109804.7) AFF T AEASOANEEANH I 4% 2 240 M I DL 42
AN IR PERE , 43045 1 AN 5 AN B AR A RBHE s K R Th A7 AR E R, X 2 1430
% T AN R AR L 2 R BT AR R v B AL I 22 57, AE3R 2 18 TR B R B, N AN J2 T B
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Tl EEL it AT X B 22 JE A HEL AL 2 S e AN M, ARG SE ATt S B T AR B KR
SRR T BRE AT B A7 AL, = S ECE IR RAT (R 52 B 1907 Z i 4b) = AR &9, £
B AT EARFR "S5, “ard” LG, IROK i3 1 R PERE , KRR T HL b A £
FIZ3 i, 3K — RIIAR R U] 7% T 20T et bkt Bk, e A7 th— MR 5
SRS A 77 R T AR TRELAE /0 b s P R AT JE5 ek PR B 1 27 1 B e

b S

[0009] X BA 1 FH T FF F i 0 AN B X A7 R I BRI , A R IR AL T — Rl e A b %
fEAF L FE P Lt “RAY” CEMSR A B 09025 gl Ab) “4R 8" P=AE OB , i &5 trh PE A AN ol &
YRR R S AN

[0010]  AKBAE) 55— H AL TSt — R 2 5 A NI R 4 & 70 R AR
I AN AR PR S Tk B R B Tl Ik R AT % T AR R/ AR 2 2 IR AN AN I 1A% T
%o

[0011] AR BH$RAE T —Fh T s AR B T ARG /45 / B 22 2 IR AN R AN, % 2 )2 IR
ANER AN FH AN 45 B0 L i S L — R T B 7 Bl R R 2 R IR I 5 BT R AR R /A
T 22 J2 B i J2 N K i B B 05 2, AN A S )2 R oS A50~100nm, H TE]JZ
0K LA 2, B I SR ST 50~ 80nm, R R AYK LS S 2 I S S 2
T iR <) 920 ~50nm.

[0012] AR B BE P SR 6G /B /BT 2 R AN SR AN R 9K 2 2 L, 7 B T ok 2 2
IR PR , AT DA g S i 2 2 1) (%) 182 7 43 A B8 38 59, AT A 4R 48 Ak B A 35 a1 11 5
5, RILH LTSRS AR TE B8 77 . Rl B oo s/ AN T 3 10 3N A S 8 1 2 24k
(Y HL AL 22 e, (B A% 2 o AR B B, AT 5 1 A R i 7 1k

[0013] I A P ALl /45 /BT 2 2 AN R A v, Bl & S 210 )& M0 . 5~ 2um.
[0014]  DLI% I 4% 78 456G /B0 /BT 2 IR IR AN ER A v, R I I ) 80 . 5~ 1um,

[0015]  f0ade fit) 4 7 At /L /ol 22 2 BN R AN v, Al A 4 2 B M0 . 1~0. Sums
[0016]  fiie () 4% 7 Ak / 4L / BT 2 2 AN AR AN vP L BB A 08 2 TP B S B N0 . 5wt %
~bwt % ; BRI 2wt % o

[0017]  f03% () B 78 450 RE /AR / B 22 RIS AN A b, AR & S0 2 S B o 2wt % ~
5wt % o

[0018] D01 48 78 AL /48 / 45k 22 I I ANER AT b, ANER AN 4SO R AN . A Kk A
J6 K FHASOAE T AE N , 430 AN EE AT 5 304 EE BT A LL , BB B 5 1 A 4
PR HURI% 1 DA R LA /0N 14 ] 33 P S5

[0019] AR BHIRHR AL T — il £ BT iR 16 F T L W 52 A 40 7 At / 0 /4 T 2 R T AN 45
BT B T35 5 % T 1R AR AEAS B AN R G — 2R T A v e o ik P % K R R B S e ) ik
IHL P AR OK B R L KR S 4K SR AR S S R T AT R B P R b 3R D

.
[0020] AT B (¥ FHI T WL vt e A 10 AR AR / 4L/ Bk 22 J2 IEEAN B AR 1) DT VR IE B AR AR

[0021] ik T REHELL T P ER:



CN 105463540 B w Bg B 3/9 7

[0022] (1) AFANES AN TR 3R [0 HEAT A0 2 B il S G AL AL 7

[0023]  (2) FEANEHAN TS I35 A R 0 B 78 e / /AR i 22 J2

[0024] @) 4 JE 3k ik b L B A oK B AR B )2

[0025]  Jhkpirep 4% T 2861 A

[0026]  BEWRUNAY : FEFHAEVR P AHE L R 414 :NiSOs » TH20 250~300g,NiClz * 6H20 30~
50g,H3B0s 30~50g,C0S04 * TH20 1~15g, 7% & 250.05~0.15g, FEE0.2~0.3mL;

[0027]  Jkphe 4% T 2380 F IR 3~6A/dn”, pH{fi : 3.5~4.5,ion:5~50ms,
ioff:5~250ms, & J&¥ : 40~60°C, PHHK : BL4G & 447 5

[0028]  b) P JEIE ik o P B 00K s A )

[0029] B3 Aoy« BTV R A FE LA R 44 :NiSO4 © TH20 250~300g,NiCl2 * 6H20 30~
50g,H3BOs 30~50g , 4% A LR 4N0 . 4~2g, T Bt —HE0.4~0.5ml, FEFE0.8~1g;

[0030]  Jkyh e 4% T2 S50 F IR . 3~6A/dn”, pH{fi: 3.5~4.5,ion:5~50ms,
ioff:5~250ms, ¥ & :40~60°C, A : 454K ;

[0031] ) P Jecd ik e oss S5 P BB 0 K i LB 5 0 ) «

[0032] VA« FEFFEEVR TP A HE DL N 2049 :N1S0s » TH20 250~300g/L,NiCls * 6H:0 30
~50g/L,H3B0s 30~50g/L, % & 20.05~0.15g/L,H;P0s 20~70g/L;

[0033] kit S L% T 20 S B0 W B FEL U 26 1 - 47 ~82A/dm®, (5 A5 B 1 15% ~25 %, BE
535 1000~ 15001 /h , 15, )& : 55~65°C , pH{E0.5~1.0, FAHK : 4544 5

[0034]  (3) M JET-s

[0035]  (4) AT I BIAb TR S P B AL HE

[0036] B 7 S v « A AN AN iy 9% 3 10 ' 3 3k B ek B il A v A 7R v R A
A

[0037]  AFFHR& R 45 DL R 414 : NaOH 60~80g,Na2C0s 30~50g,NasP0s 20~30g,
NasSi0s 5~15g;

[0038]  [Fgyiigk A - B yhyRIR - 80~90°C s A [A] : 3~5min;

[0039]  AEFIEAL TR A5 W AR R Ha S04 : 40~ 300mL ;

[0040]  Hf RIEALHE IR 25 :0.3~0.5A/dm”; N [A) : 1 ~b5min.

[0041]  fRIERI 7 &, Brid i # T B 38 1 B O AR 20 SR/ B A AT, 3 850°C ~
950°C &b 3 30s~120s KK HIEXR ANH N HE 740K 5E 2 B ER G, #t— D0 3T
T IR AT 2 R AR RGE N TR R AR BB TR B R RS BUZ R
[ JEAE 545 2 N — 4, 3 T AR TR 5 R M RE 5 (R, Yk /N S I B L 3 % 2 2 AT

SN
&5l

[0042]  fLik Ty s, TR BRI RE o e T SR 1 %6 ~ 4% o AR I AEBEAT I UL R
Ja B XN BEAT T AL, AN ) SRR R B AL, SRS BN Y R AR
P, SIS S /N B B s SR SR S L L BTy B A L v e 5 s BN T AR B
JE, I+ A R I kI 5 ) e

[0043] AT WY i J2 A 4N A it AL 5 < A0 e Ak o L BB ) I 25 86 i 8, L iRt RSSO
50~100nm. Ji$ = B & SRURIETE 12 A RHRCR 2 1Y b 2 18] B 22 R, I 55 2 A LY
TR i RN Bl B S WA 5, Pl AR R 1 R 2R IR TR R 45 6 70 o AR R W R 2 RO 4R K i
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PG S R R ORI AE0. 5~ 2umR Y8 [l A, 2 RN Y45 2 S B2 /N T0 . Sumih , 49K i 42
A 4 R A BEAR 1 HE 70 5 IS R ROK 28 ) it R 2 TR) IR B2 B, AN BETE A AR e, 53K
PR 5K A TN, i 2 FEURS R M.

[0044] < BH (1) J2 ) 40 K i B B J2 R P bk v v 0 1 25 ) % T e » L R RS 2 AEB0 ~
80nm:Z [] , H ) )2 4N K i B 4% 22— T T 30 1 4% 2 B0 2, el D 17 o e e i ) 2 4%
Fy T3 1, HR A JE GRS SR D TR E R AL Z Se s T Z B hER 77, (R,
ICFLRR 22t 308 T 8% )21 S M

[0045]  ZR % BH R 2 I 9K SR AR08 5 0% 2R FH DK v S5 P B 1 20 ) 8 T e, G i R RS
FETE20~50nm [7] , 3 JZ K ok SE 4, 13k — B 380 1 8% 2 08, 98D 1 i Rt R 1
FAH A5, [F B BRRUEN T B E LB R S e AR st B s i, S R, SR
UF DA S PTPR A IA , R  JE 7E BN R, AN I DL PR ER A3 21 B R R

[0046] A2 B} BT I 1) — Pl 7 AL /L / AR Tl 22 2 FEE 1) H b S A AN B A 1) il 2% 1, B
HA T 2B

[0047] 1. FL AL TR : AFA30 AN BE AN L I — R AKX B 78 A I Z I 90K b B & 852
B JZ K a8 )2 A 9K AR & &5 2

[0048] (1) B 2 170 FHUAb 2R  XJ 3 R A30 A BE A BEAT Ab 27 Johy 75 AL AL 38 s B AR < NaOH
60~80g/L,Na2C03,30~50g/L,NasP0s,20~30g/L,Na2Si035~15g/L , iyl G FE : 80~90
C; R JhAT[A] : 3~5min;

[0049]  BRimsEa)a , IONIEALRIHTEAL

[0050] & ALFFIA : HoS04: 40~300mL /L, ¥ AL A S, VS AL L 25 B2 : 0. 3~0.5A/
dm®, V& A A : 1 ~5min;

(00511 (2) ik HL 4 K it AR5 A S E DR T« BV 4 : NiSOs » TH20250~300g/
L,NiCl2 * 6H:0 30~50g/L,HsB0s 30~50g/L,CoS04 * TH:0 1~15g/L, % &.20.05~0.15g/
L, FEE0.2~0.3mL/L;

[0052]  JkphHL 4% T 2B 80 PRI % E:3~6A/dn”, pH{E:3.5~4.5,ion:5~
50msioff:5~250ms , ¥ & : 40~60°C , [HH : 45445 & 4

[0053]  (3) bk it 4 490 K o 4805 25 B Hh 8) /25 107« VR4 s N1 S04 » TH20 250~300g/L,
NiClz * 6H20 30~50g/L,H3B0s 30~50g/L, % A LM ER 450 . 4~2¢g/L, Tk —F#0.4~
0.5mL/L, JifE,0.8~1g/L;

[0054]  Jkph e 4% T 2380 F IR . 3~6A/dn”, pH{fi : 3.5~4.5,ion:5~50ms,
ioff:5~250ms, ¥ /& : 40~60°C , PHMRARIN ;

[0055]  (4) ik i 55 v B P K G B T 5 e 5 RO AN 2 )% - BV A0 45 : NiSO4 » TH20250~
300g/L,NiCl2 « 6H20 30~50g/L,HsB0s 30~50g/L, & 5 %0.05~0. 15g/L,H3P0s, 20~70g/
L;

[0056] ik it &6 L % T 2 S B0 W B FRL U 26 1 - 47 ~82A/dm®, (5 A5 EL 1 15% ~25 % , B
534 1000~ 1500L/h, #2 )& : 55~65°C , pH{E 0.5~ 1.0, PHAR : 454 ;

[0057]  (5) e b« FHAE 3 ACHE FEL A AN e 4 SR a1

[0058] 2. iy HiAb B « X HET S B BN AT e PR S i A

[0059] % FH#AH Bicah 38 K135 5 9850 °C ~950°C , I 8] 1305~ 1205 , % FH AR SR N A
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AEES I — R R TR A

[0060] 3. P4 LbHE - o #vd HCAh B S I B0 R AT SR TR AL 3 s R AP AL R T &
H1%~4% .

[0061]  AHXTIRA LA, AR BHI AT 77 KA 28 80 R -

[0062] 1A% BH f B8 7 ARG /4 / AT 2 IR AN A5 A B A B mr B 2 SR I AR TS i 41
IEPEAZ TR RE 77 5 R I T B T BE J 4 s U 1 A B AR AN AN kil FE3 ok 2 e R e
JEPERE A8 AL FE H H vt “RA” (B I T BT 119025 gl Ab) “SRE5” 7 AL I B A B o

[0063] 2 AR & BH 1) il % 5 V0. R 5 0% 12 5 AN AR AN L i 45 & 7 /D R T HILRE 1, 4R s AR
R I T B RN S o M RS 1 T v s T T TR B AR L R Tl AR PR R

B [=135¢ BA

[0064]  [II1XS& AR WY ) ) 48 R At / L /A 22 22 JIEL D SR AT ) T ZE0 R
[0065]  [I&] 2052 Xef L 4911 1 48 HO A it I il 77 e Al s — 4TSI 5

[0066]  [I&] ST2XeF LL A9 2] 4 HO A it R I il 77 Al s — 4S5

(00671 1] 4X& St 1 il 28 A4 s 2 D i 70 S Aol — 4RI

BREHES

[0068] DA St ] B 75 Uk B AR 2 BH PN 23, 10 AS A 6 AR R BRSO 2 SR AR 47 149 3 el 1) ik — 20
B SE

[0069]  Sjits1

[0070] 3% FHJE S N0 . 25mm¥) 430 ANEH AW 1 L B SIS

[0071]  — R R M FALEE « X A0 GE AN AT (LA B vl T AL AL 3

BN NeOH 70
Na,CO3 40g/1;
[0072]
NazPO;4 30g/L;
Na,8iO; 10g/L;

[0073] [ ivRiRSE :80°C

[0074] [ yiiFy 7] : Bmin;

[0075]  BRymseas)o, IONIEALRIH TG AL

[0076] &4k : H2S04: 100mL/L;

[0077]  VHALILSE =i

[0078] Wi M AL HL 45 5 : 0. 4A/dm”

[0079]  JEALE A : 2min.

[0080] = kel A ok R~ S50 ~ 100nmIK) 44K 5 4k 5 49 2 «
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[0081]

[0082]

[0083]

[0084]

[0085]

[0086]

[0087]

PEWAELFE: NiSOs,7TH.O  280g/Ls
NiCl'6H,O  40g/L;

H;BO; 40g/L;
CoSO47HO  8g/Ls
HEUE 0.1g/L;
g 0.25mL/L;

BB T35
SE A . SA/dm;

pH {H: 4;

ion : 25ms;

ioff 50ms;
A 50°C;
BHAR - WAL & S
GER AR 100s.

=Bk B SRR RS 950~ 80nmik) 40K AL 2 -

SRS NiSO;7H.0  280g/Ls
N1C126H20 40g/ L;
H3;BO; 40g/L 5

RN R 20/

T 0.45mL/L;
b 0.9g/L;

ke % T2 B8 P I < A/ dm
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pH{E: 4 5

ions: 10ms;

ioff; 40ms;
[0088]

?/J%ll Eo 5 O OC H

BH A% + AR 5

i 1E] s 180s.

(00891 [ kbt v B2 R <F920~ S0nmit 245K BB 45 4B
HLBELAT: NiSOs7H:0  280g/Ls

NiCly-6H,0O 40g/L;

[0090] H;BO; 40g/Ls
ESSE 0.1g/L;
H3PO; 50g/L
PR B T2 2 W T5A/dm’
Rt 20%:;
L ierd 1200L/h;
[0091] P 60°C:
pHA{H 0.6
HERE BRAR s

FEL B ) 88
[0092] i phist B« FHZLF 7KK F B S R AT b st 03, SR B
[0093] 75 A4y HOAL 3 0B 5 O AN T BEAT v T PRSI S A AL 3 5 SR A il AL 1
(IR R950°C , ) A 30s , R AR AN A S
[0094] 5 SPEEAL IR o P AL B S A AN BEAT SR P R AL B R AP R E R T &
HN3% .
[0095] A B v i i B i) 9% J R RS, i A H A2 272D /MAX-RB X—ray AT 5 {3 E |
PR R A AR 2
[0096] A B b HR BRI H% 5 )5 FEil i L EKLA TencorZy ® A Al pha-Step IQHEFHMY
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