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ABSTRACT

Silanization of metal is a new and environment-friendly surface treatment technology,
which has great advantages such as low cost, no pollution, wide application and excellent
corrosion resistance. It has been studied widely in the world in order to replace the pollutive
chromate passivation and phosphating treatments in the metal surface pretreatment industry.
However, as a result of the structure of the silane coupling agent (SCA), the traditional
silanization pretreatment technology is alcohol-rich, which has caused some restriction for its
industrial applications. And also, the properties of the silane film is less corrosion-resistance
than the phosphating films. With regards to these deficiencies, a low alcohol content and
water based silane system was used in the metal surface pretreatment. And on the basis of this
system, the performance of silane films is optimized.

SCA BTMSE has been selected in this research, the effects of pH of the silane solution,
the ethanol / water ratio the hydrolysis time and silane concentration were studied by signal
factor experiments. The effects of silane concentration (V1), the pH of the solution,

Vethanol: Vwater(V2) and the hydrolysis time(t;) were studied by orthogonal experiments. The
optimum conditions of preparing the silane solution were showed as: u (BTMSE): u
(Ethanol): u (water) =5: 75: 20; hydrolysis time, 24h; pH, 4;

Na,ZrFs were added into the solution in order to improve the corrosion resistance of
silane film. The effects of the optimum process conditions of preparing Zirconia-silica film
were studied by the orthogonal experiments. The results show that, the optimum conditions
were: NapZrFg concentration V3=2>10"3mol/L; dipping time t2=5min; curing time t3=30min;
curing temperature t’=130°C. The anti-corrosion property of the coating was measured by
electro-chemical testing methods and CuSQ, dripping experiment. The results show that, the
corrosion current of the complex film was 30% of the silane film’s. The polarization
resistance of the complex film was twice than the silane film’s. The corrosion potential of the
complex film was -0.438V which was much higher than the corrosion potential of the silane
film. The functional groups, morphology and composition were investigated by SEM, FTIR
and XPS methods, respectively. The SEM analysis showed that, the compactability of the
complex film was much better than the silane film. The IR results showed that, Si-o-Si bond
was founded on the surface of the metal. The XPS analysis reveals that Si-O-Zr bond was

formed on the surface.

Key words : Water-based silane solution ; NayFZrg ; Complex film ; XPS analysis
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A R SRRARBE A VE A . 1965 4 HooperI7E 22 F 2 (9 55 M BB FL 4Rt 1 A5 T
JEE . ARG BT B AT, AT R TR AN B KT 10nm AT AR
IR, 2 BA - EWETEETE. SR S ] Lr st A i N 77, JFRERHLE %
TR 5K, TR B e F RS2 558 RO . 2B VONER SRR, fA e R
R 1Y 9 AR ATAASE B RO I 1 0 ST X, BB DU i i DX ) —# o0,  e FT X
RS TG s R g 2 18], U] 3 SO AE 36 N g . KB SES B IE ] 1 5 =
WA MR BRI 2 LUE BE RIS B A A i R RO R PRI R K
RATHR B . BRI SCA SRRk 22 T BEBAE A, S v 2k i 8] (14
FEVEARA, WMBESET), W9R R SRR H KR R R

1.333 REZHEE CGREREEIR)

Zisman®IF 1963 EHSEIR HZHIE . VA EAEE ARG B RIT ISR, 41
R RE XSG SR AR SR N B RAFRRIE . Hefl s 0 AIRONIRIEMERIEFIR, 0
AN TELF, R WZE . T T RESERBNR T IR 70/ REEEAS, X3, IR
WURRL 4 J@ R 0 AR/, Jir DART DA R SR MG (B R I, IR I S R T
2 5E IR, e SV LE AR ST () H TR BT 77 A FR Rl 5 2 B LG e S B ) o SRR
NIER

1.3.3.4 ERTEAB EAE A TEIE

ZHIWUH, BB ETEE. 57, XEREE S AR TX YR, #E T
SRR B IR . LA Re SR AL F TR ISR ) SUIREE 5 nis. BRMAR HAE R AL 5 T 3t
MM AR, R EE T F A AR, X8 T — = st . RE A
A, BT EERMA RS AL, TR AR RIS S AN o b bE7E 42 3R 1T R EL
[ LA B Hil 425 5 P 0T 38 R S 2 P S, ARSI S A 2 A Rl ol 28 1 FEE i 3 4 11 52 i

1.3.3.5 AJ 7K AR P& TR 10
E.P.Plueddeman T~ 1970BY4E 2 th AT /K - FATHEE, 2 BS YNGR (0 Rk 32
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ST T AL 2 R i

B SRR R MR R A T ATAL SR N, TP 26 1 B E T B AR RE 45 TE LA
ST 7K o IZ LR R E B S5 Ak AR A B (R LS SR, RIRT AV R T S EE
IR T it o

fr UL ERS, AR MSEE . HOER. Rkl BRI, |
PRI, SR EEAE . R X HENR A EALAE —E S IR ARk b, (HEH R
M TR AR R e AR I F T (R R i R FHALEE, 25 B RRER M. DRk, BIELAEN
IEREREARIDGH M E VLR E S — e % Bt . AHELECT HARENG, P B0 R % i
R 2 M2 LG LS SER LG, o T HEShRE AR B A A S A — e 4R S IER L,
BEAR 2 (1% S A R A A B R RV D AR Ak e B DK 1 P AL ) B AR 0

1.3.4 iR BEKTIE R 73 0%

—RORE, RGP T Z PR TR SR A EVA AR R BRI

(1) Kijab#i%

M R e A B TRE TE L S TR S D SR TR A S, DAIRAS SR (MR A 5 20 1L
Vo R AL BRI R R e AR IR SRR T, LAGE 5 i A BEAR T AT e a0 e, —
K BEBUKBEIREGY), JFUATARE THIKK LR FHAEANE. BRI
b, BT R E IR B IRVE /K AL ), pH EIR % 3.5-5.5. ol A B,
BRI W5 BE B IRAETNE . — BORUHUIRM B RRIRDRL S B s e 455 %
HRRBHE AL TR o Ky R PRL 22 Rl S5V E AL B FE AR T 75 SR AR IR R B0, SRR A B

(2) BIEBIRIE

GITEREAEIRUINET, B IR B IR AW A B & Al 2R A
HEEGW AR T SRR RN, AR R R . sAh, YORHREACHET, b
RPN R S YT E00RRI, B SE MBI SN . AL, Arin A& @R
FRERAE IR, U /K AR S o GRS AN B PR e AP 6 771 3 1 A 3B ) B0
B R I i B SRR R 2 IR AU TR PR AL BR R R, JE T A 2

1.3.5 i ABELFIRG B th A 3R
kb BB S T LR oA ey 5, E LR RN I i /K M BE o Rl e 7 48 FH i o 22
eI KAE, R T7 R ) R KA, R K — A T I  FE
= Si(OR),+3H,0 === Si(OH),+3ROH (1-11)
RPN AT, Hodr, R ARG, WP T R B R R
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BT, KRB AT Bl FH 7E 43 2R T A 3 1

G BIEM B AERE KA, = Si(OR), KK B SIOH 5 bR e I T4 @ 2
[, 54 @& MeOH FFI(JH Me £R&JE)E Mia4E. MeOH £ FIAI SIOH £ [
— B RAERE, EFHE EAE R Si-O-Me LA, P OB R R

= SiOH + MeOH == Me-O-Si = +H,0 (1-12)
PR 0 SIOH e 2 0 R A BRI N, TEREA Si-O-Si 45 =4k 25 ] L AR S #)
= SiOH-+ = SiOH == Si-0-Si = +H,0 (1-13)

Si-O-Me BT, 1S iELEReNs K% R e & @R, R IR 5 3 B H T
FEBE VAR I A %Y,
e & B R R R an ] 1-1:

1-1 F e 7 4 R 4% T e et 3ot 7 )
Fig.1-1 The formation of Silane film on the metal surface

YR RMAEEIE K )G, HT4E MeOH JEH SHELEIE ) SiOH HE A%,
HIE AR ) Si-O-Me L4, %85 Si-O-Si #—i, TE4 @5 Fm Y s —FH 1
ERINRIZ o ZIRZ I O 8 JE R T3R5 R AP RS PERE BE 1 B ELAEA

&)@ FH _E i) Si-O-Me St it AR REM It e 5 & B 7R B A S AL — i, (B AE S
KA. MR EIIKBNI, Si-O-Me FA 2K AR, FHE K Si-OH 1 Me-OH
FeM]. Mg)m A KR Si-O-Me LUK G, RERTIR o NE R R V& It — 2k
ZHY R R, LB BRI 1B Si-O-Me LA s /K g, ORAFIERERT JE 1 BE
DS

WFFCR MRS, DUR ik AT DA bR s B R K -

11



ST T AL 2 R i

(1) fi Si-OH Z:H 780485, TERMEGERGTKIE Si-O-Si =—4ERREGH 5

(20K A K 3 B R e » B /K 3 BT (A7 A, R e I Y #8770 B3 T 3T FEAI
MBI IE T Si-O-Me St BRI KR A2, AT AT DLORE <6 J8 5T R ARORG  5m e, 3t —
A PRAUEREGE R D T T

1.3.6 ZAIK

H AT ) 48T 50, A e RN T 3R — R (e, HGE Se A R [ N AN R 2738 A4 T
YR ITERE BRI E & JB R T A P I S 7T . FLAE 1985 4F, i T “ALmmA
RIMACER CAnPHBRARAG), Rk IR nT ARG 165 H e s & @I & 717 ik, 7
Ab, s B3R SR SR TR K Van Ooij #id% T 28 90 SEARAI e Fu 2, #EAIX
AR,

Hal, BB ARG (EFRVIEE. bt &R R IR R R A T
BRI, ANDER W TVFZH . PEREOUHER) RE 0% SN £ 5 e 28 1h AL 3 (1 Fe e
AL FR R o

SRIMT, ARG T EH & RIS A E P 2 A2, EERIN.

(1) EEBEIR RN JLE 9K (200-300nm), /N FAS R EhEEAL I (5u m), R
GINEES A SNl AL (3R

() HRMEBHMWBERE “HIEH” 681, RRWIESERIIZHIAILMR Cr(l),
B RN R ARl TR R R R M R R, AR B &
BE77, — HL R A 2 I e e A 2

(3) N T et e M e Jog b, — B SRR B A S A B R
AR ERER], XF DB S E YR E 2 mR AR .

N TR Z B VERETEAE, RIS, AT S 4% 1 R B A B AL 4%
—EDIREIRERE IS, BT DAl 000 b J5 25 ) T i A, IR R SR R R AT R 3,
RIRAMEERE B BB . H AT T B T TN LA T T

(1) BIRYPRIRL, EEN T 52 0 B DL SR, AATTTIA S48 s el e e
B R PERE IR . B TB 2R oK ORL, ke B AR B 1 Fe 0 RE A5 3 B A4 T . I
K, SEEAHR A Van OoijBVHZ B BLIF AT T8 T RGUAT 78, JF & ARk
b rf 5 24 R AR K BRSO, AL OsM O T 25 iR v ek o S (R WU B LB i g b 2
R4 Van Ooij #2 i 7u 4t R BRU, gk 4B 24 — 58 IR FETE L, RIS A & Bl
JIESJ2 1 BB AT o B G0 SR P A 7 45 2 -1, 2-[3(= 8 ) R TR SR VU Ak 4, TR 5

=
el

o

(X

12



>

R

& 5ppm-15ppm i, FELEEE IR R FE, & EmT 15ppm B, EEGEEIPEREEE T
B

(2) BRI, X EELE)Z I EhEe I 74— Mok, BRTIEZ
R 22 b RIAE e AR AR R I I JZ A AR, B R AR TR N, RER BRI R, 142k
4 R P S U R, AT a2k B e R e I T S e 0 E . TERRTEHR, TEHLE i
FURIA WL kRl T AE REGE IR Z B 44 b, TENLGE b A 1 269 i+,
AL bR 32 B R 2R =R BRI = e SRR, R DR R 2Z
TR ARYE . PIBIEVE . ARG S . AIE S R FRORIA S, RN B SR 42 ik
FITCRE AR . Aramaki KPR R GFAIHAT 7B SR W, FEREGEILZ 5 44 2l
AE BH 5 O PR EE B2 H TS P By . 5 88 Aramaki K B 70 2o, 5 24 M BR 6l Bk Ae A &0t
M AA2024-T3 (RSO, SR DMERRE B & B R A, REHKRIEE 115 %
Rz —.

(3) BaRtxR, MPEREZEE0. WAREREE o6, B BEREA
SR E BT RSP, WA AR AT SRR, AR T S R i b i
JEHAT LSS, NN R IR R R S A AR . IR A D E R T )= — 2 g, B
BB A T 2 g — SR B AR K A I B A PR R e « KPR ek
BEVETE . R E KBNS RS R RE LR A DR S50 L AN R 0 /2 11
PR MR NGk . 7E T HF% H, BasonylYellow NB 122 dye“®f1 Basonyl Red 482
(xanthene) red powder dye!*" 5 Fh ok g IE S A PAE RIFAE

(4) B BITURREOR . AL S A B R 2 — Fh B 6 X )T DA IR 6 7 U8
RIBEREURLR TR, Wool" 25 \7E 1993 4E & JeiR3E T %4, MhA10F 7T & DL Ak,
PR AR KRR IRZ B M s W& m B S A R . STk, Van Ooijt*!
B 7t AT Mandlert SOV 7 1B\ 43 53 S %4 A AE 8 8 B I k7 i i 7 KRBT, 45
SRR B A S BT R A% G032 v 7 il % JE J2 7 T B8 I e

14 KIREARHENRAR
1.4.1 KiIRFEARHIEX

FEE o T ALk AR AR A MR Wl 1 S A, 4 % 2 T b B it 782 o™ A OB 1 . 1)
I, R AT AR AR 2 HEON R E I S B AR B . (L GBI F b, e K
BEBPOK, HESBUKREEAL, MR, H5ESRTRAE M IBURIIR.
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H Al SR B A AT KR 52 38 8O0 TR R AL AT AR B SR OB 7E, {E HIE TR Tl Ak
IR = S AR SR Van Ooij BT BABIF 7T A fe (8 R AE AR 5 R T 1 DL R - [T A
FITREA R B EOR,  H AT R AR B b e sl IR R R e A BOR 7R FL AW
RIMACEE RN RIE Ao JF B, e A AbBEAR [ i o5 2R 28 A AN B e L, 5] PR A
Fe e P HIT AR B AR I A E R A e e K AR IR E M, 0 T - TR R il
FoAF BURIRE B W AT A7AE T /K3, (B 26 (R E VE REAT 70 SORL 1 AR SR AR/ INDE
AR R AR RO, AE TR H BRI E. S4h, BB ETC AR R B 2
JE PR AR TR BRI — 2 2200, R B AR HE AT Sk, DA 2 Tk RERY
R B, kAT AL BRI B IR KW ST E

142 FREMEHNEEZAR

BEXHAE SUE B Al AL BR ] s i RE A A A2, FEDRIER R ASEVE DL A AT A BRI AT S T
ARSCR AT PARBACAL B R e iR 2, WEFCHKIRE L2, IR T MA@ R &R, 1
A FUAMBE LTI 1) £ 2 4, FARHBIE & AL A P21 T2 B8 28 iS4, HRTRE e 14
RHATH RO, Bl THUA HUE S SE T AL b JE e R, 0 N LBEHEAT PR T
HARMWE TR -

(1) WRELEBEATIRLL, W Rk he A 5 B K AR R LA R KR D i LA 1,2-X0
= RSS2 058 (BTMSE) NEZ MY, R % &7 /KA BRI
KT o

(2) FRERE K TR AR LR 2 T 20 SR 22 A A 5 32 ] 26 e e v VL
SR FH LR 2R KTt 25 SR S e R S I RE P K pH L LR 5B K E . KRS
(]« e I J5E 55 DR BN (e v VLR R, A5 R AR e 7 AR VL ) i A o5 T 2 2% A1F

(3) e 2 A MR 2 R S R A el e v v AT e, el ek
THUANE G KM IEACREEH S HR L IR BN TA] L [EALa] . REALIR B
B RAERERI O, 1 2 Rk - B Eh B B T R 2% 2

(4) S5 R B P BE ROBIE 7E A S B S AL B 18 85 A2 430R (tafel 2k,
PR AR A 2 5 H AL A A U BH PTG ) R Tt R ) i S B of B =5 B e A 5 525 BB 1 i el
PERE, WM EE SRR S, R RENE I E & RT R4k, @i X 4
2GR T REW T T B A IR T R B, 0 R AE < e AR T B B B T LR AT R I
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5 SR A STk

BB XBAREFE
2.1 SEIG AR R MR
2.1.1 LI MRLE
AL R B F ) B bR 2 2-1.
% 2-1 LB bR

Table2-1 The experimental materials

s AR aifE =
1,2-00 = W SRR 2 )5¢ et AR RAA LA BR A ]

(BTMSE)

RN A iELt [ 255 B 2 G A R A 7
7 LA Tk JIHARER SR A BR 22 7]
UKINE TR et [H 25 5L B A 2l A IR A w
2K - JUMIT AR T

AN et [H 25 5L B A 2l A IR A w
LI srifrat JTMT AR T
AL srifrat [ 255 B A G A R A 7
BLE et [ 255 B A G A R A 7
LHETK - = ]

2.1.2 FEMRNAR

(1) BTMSE

73 F 3\ (CH30)3Si(CH2)2Si(OCHg)3; % FK: 1,2-X0 = HU AR FERESE 2. 05¢; 70 T : 270.4;
Ns: 228°C; WhsS: 103°C; CAS 5: NO. 18406-41-2; #MWL: JothaF %k vt th i iE e
TR, A4 75 75 RIS Fro% - ND20/ 1.409(lit.); %57 - 1.073 g/mL; & & : >98%:
WRRTE: TIVETEE. B BE. RS RZHEURWIR. HEBER, BAOKHE, KEYSE

(2) A5

AR S LA I . LR TE SIS RANIR 2D L 2 B AR )R
FERVANER . FIFRELANAR LU, A 5LANBR S RE TEnAS f, i LR TGl 3oe, FRHER
A &RV RS, ReE I TR T . A FLANGREE R, (HE . R,
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ST T AL 2 R i

PLRCHE L e, Riese, IR UKRE . EARPLIER .,

LR b ¥ 28 AN B B A R

SUN I Z . BEELTTRIE, REANR CBONBUCHE 2 T2 N AT RE. 38 2-2 S
LN T B R IT o

R 2-2 WHANEEAL Y

Table2-2 The main chemical compositions of Cold-rolled steel

TLHR C Si Mn P S Al Fe
EE% 0.07 0.01 0.3 0.022 0.01 0.03 &
2.1.3 SKIufEF
ARSI 32 R B SIS AX AR AR 2-3 P
* 2-3 LIS
Table2-3 The experimental instruments
P& EY S LS ]
AR TR R ZNCL-B b AR AT BR A 7]
B BEAX PS-80AL IR A IR A ]
(ERTY AT HH1 SR TR A A PR A ]
VN DT500A AT & SRR AR PR A 7
pH 1t pHs-3c AR AR AR A T
ol i 3R A DDS-11A #! Eatis2 Y /AT
AL ARk CHI660D FiREAETHIR AT
YANH IR AR 217 AR RS A F
BHHLR DJS-1 AR RS A F
AT CS101-AB HPRRAI B
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5 SR A STk

T e+ 7K+ 2N

\ 4 A 4

A S B R4S
A 4 A 4

VAT pH {& whaRamtl

A 4 A 4

UREREES LR SN -/ QU
' ]

ESSTVIN R RE S

TIEA [ 1 i

'

PAR RIS

2-1 itz K
Fig.2-1 The experimental flow chat

23 EBXWTTA
231 BFRSH

DDS-11A AU G R OO L G U R AG MEHE, M. BB . X
M 32 fi LED #r- o, BEEUEM ELW . T AR, — SCHRARRITT el S E R f il &,
Wi I FEE PR, P R P AR s, TR IR AR K, AT B SR EEAME R H S TRV
FEHRIT L ANBURALE Ko RN EIREE “ AR FbAH, MR LS R E S A % 5fe
AR AR, TR ARG U T R AR L, DATA] R 1 A e TR UK
R
2.3.2 FRBR R =R SEh

TR 0 9 2 VOO BT (K Sk — 7 643 50H 39610 CuSO, VL
F U T S5 T <o S T /S [X e B P B, T P KR N 2Lt B A, AR
P R SE IR, AR AT S 5 — R HE LR 20 I 1) o I TRDRS , 3 TR T e b
FAR S NALEE A -

3Cu?* +2Fe — 2Fe** +3Cu (2-1)
A, BRERE 53 92 I8 3 8 [ bk GB5936-1986 SR Aa AL ke Fe ey i Jog i vk R, o
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T I ) A SR VR 9 - 0.5mol/L Y] CuS O, 5H,0 VAR 40mL.10% ] NaCl ¥ 20mL.0.1mol
/ L £ 0.8mL.

2.3.3 BIE/REh%

H5 SR A 2 R P 420 st PR SE A A 2ok 28 2 B2 1 v A i i R 7 1
SRR RS, BRREER R lom? B0 TR RRE, bk FEH B A B R, B
b R P A SR R A1 A TR SRR & R Z AE 3.5% (m/m) ) NaCl
VR AL 25 . 76 3.5% (m/m) 1 NaCl 3203 Hhistis 30min i f i RE 72 4998 L iy 38
[ 4-0.8-0.4V CHIXT FZ MM , HHERN ImVis [I51F T AT tafel Hiikihzk
MW

2 F AR AL R B /NN S 2 B ST 47 PSR R PR X I, PR | R %
RV R HY R ORI, R R R 1gi B0 R&MELR, .

n =a+ blgi(2-2)
Hodr, a NIEFEREEL b NEEFERBER, BN R AR E R EEZS . )

e B3, PAn WOAEKR, Igi JuBAAARATE

2-2 BEE/R iR =
Fig.2-2 The Tafel curve diagram
MRAEIE 2-2, 73 70 FHBR B A il Ze AT B BB A i 2R DT 2, 9 2% DD B 28 s T RS 2

[ AR 3 590 Ry 5 4k L T 2 FE P60 1g i) R8T FL S @Y

XA LA S TR A AR ORI, Tl i 2 PR 2% D) 6 R A2 s FOx I ) A SRALE JE eIk
S EESHC EE A FE R U 1g(icor A/cm?) I JE 1 HLAL Ecorre 31T Ecors
icorr I ELAEC, AT LIORHRENGE I AR R A 1k BE REAT PR
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5 SR A STk

2.3.4 [HR R 1L FaZk
LRI R AR 2000 R FE AR 7T B b — A 5 10 B SR IR v, SR
x=

A2, R TIE RS, Wrl i E . BEEEMRS E AR, MNHRRE S
KA, A PUREVETLER I, B AR RN A . R A Aok, AT R
FaAS AL 26 20 AT B 5 FEAR I LS5 (R soin T o B i s BE A A2 Ak, WF 7 AR SR T Ak
R P RE AL 55 -

2.3.5 BILFERZREMNE

AR BHHIT A s r A e o (T F R D A SRR R (A Ak, [
FF 0 B8 FhL MR A 28 R SR BEL R 9 ARG P o E SR B S B, — SR /IR B TE 3%
WAL, MG LA R IE R #I7E 10mV BLR o TERANREI& T, i fe e — e b
R AR 5 RS TT AT AR P 5% 2R, R MRt Ao T LI A 2R P 2 R B S i o
ORI R RS, SRR TR HCT I B, ATLORE U2 A A e i
E S ) 112 ORI IE B PR3 77 0 . A8 R BELHU It U A S e e v, 5
IR SR i, A R AR N ()4 7 R b S e R P A AR R A A AR, A
T A A E AR L TR A (RO

SEFBHBIE R “ SRR A B . <SR B AT AR b P AL 2 FE
ST AU A AN LT LA L, 4 R 5 R S B PO — B, Rk g L
S, [ 2-3 R LA RIS ES L Rs ARFRIETIL; Rt AR LR AT
SR LB s Cd AR A S T L P A SRR L Zw AR 3% Warburg BEBT, & M
T B TAE R BN S 1R

K 2-3 SRR

Fig.2-3 Equivalent scheme
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4 77 (0)

/

w—=(}
w=1/CyRq RS
maERs
i >
R, Rp+Ro2 RetRa z (@)

P 2-4 AR PH BT AR e T4 s o

Fig.2-4 The nernst electrode impedance schematic
2-4 & AU Nyquist 1% FIOOT, B A b e A X 1) — A A BIX 1) — 5%
EARALE, 13 1 EARAR AR A i S S AR AC BT, BAARER 1 At & 13 o 5k
[¥) Warburg FEAT, &S B IR I P & AL AR A i BBl 772216 Dl X I ik 2
R AFAERE e B AR R U, T DI R A2 it BTV T SR Tl A SR VAR LB Rs F AR
T FA) S R BEL Ret R FE B 2 T XU FEL 2 B S Cd 258 B JR T2 4.

2.3.6 1AFEEBE (SEM)

KB A B E A A Supra3s B 4A4 ML 7~ BB SR B S e iR R R 5 456,
WEMERE) 25kV. M7k B IR R B BRI N P, 2RI
(I B R VR, BB, S OB MBI RIEH . 4/ B L) LZTCK
T EREE . EYEE BRI ZEREIIE RS, B IREHERE SR I R G ER a4 9 B
B Z A 5T . X H TS SR M R R g A, S BOR. Fe, AR
5T, IO B RARE M B IE BRI AR B . AR T B ARAE RO B
AR EHR AR, IF HOX MR I 3 SR SR T IR s s s R, X
RISRAG A 5 PR USAS S 5 FE AR B 4 F TR, XM I R S i 1 A 3R T R T S0
fiE.

2.3.7 LI9SR TR (FT-IR)

LLAMDGIR R E NSV 7 T A M sa I TR, B AR RS, B4
A R 7 S T S R 1 R B0, 4 AL AN (FT-IR) IR 72 Nicolet 20SX
TS _EHEAT, NS AN 80 Vi S H & 4000em™-500em™, FH3 Sy 4em™,
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5 SR A STk

RN 128, DLRG RGBT O8RS FLANEE RO 5, FDRSRISRERE IR 1) 3R
M2k RS RATZLANRSOE IR AR MR e iR DG (5 2

2.3.8 ETFREE T (XPS)

K 9E[E Kratos 22 7] ] Axis Ultra DLD 24 £ 368 X-SF 4/ BT RERY, FEADRAE
Mg B AT E P HF A& Rk SN 2 SR T R E o i, BFEMmEs . XPS (X
WG T RENS) MFEER M X B4 (—fE AlKa. MgKo) ZERGHFES, )5 75
I3 BN J LT B B T 2 IO S R . RO T IEOR SR BT AR OO L T AT DL
JCHTHIRER, DOGH T RIShREONRIARER, XSRS Obkpb/s) AL FR AT O F T
A I o R R — B AR IRATA U R WA BT B A J0 3R, M0 FLIE B U b2 25100, Rtk
X 8ot T RGN R A i iecd L B R ik 2 2 Hr F BT Re 1% (Electron

Spectroscopy for Chemical Analysis).

2.3.9 IR
IEA R I IE A R I i, TR “IERR” SRHRM AT £ B % BRI
) — R RO Gt 7. R ITEERIIE ER TTERTEE, OR A, RG>, T (E
MR I, AR A R B 2 R, I IR T B R,
A, RREBEEKAR T2 DU RERE-5 2R R A VUK AR T 2 34T 153 I % 42,
HERIE IR R A LIGB( “9” MRELR UG “3” REATHL “37 RERWZEH), 14
HB A 4 T 2 41
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=T BERkEFRERBRIEIZMHAL

3.1 5|8

RER (0K AR T AE ke 1 4 S AT AR S L1 P, ke K A PR E
R ok P S B R IS PO T T P Rl o AR 22 BRI BTMSE 9 /K AR T 2 L K A
SO KRR DA B R G IOR R PR B o S H S TR, 1 R I Rk v
IR SRR EE o SR P T 1 0 S 6 K6 S e (O T S S . RO K T 0B 7
GO, o DY B IO SR EG 1A LR S8 LR S

3.2 bEhek iR & IR B Ak

REGELE R VA T AR S — SIS F M0 SR e A e A (7R £
T, SR TRAERR, AREERIE. SIER, A RIOERIEZ 8RB K S .
DL, REEAE K VA KK AL DA B 4 45 WA % S8R /K A T 2L B 1 310
MOFERT. FTALA B — FREGE I RS & e . TRUATE A SRB0 i LR e AR R
ARG, DA I L B SO R K AR 4 5 81

3.2.1 FEREIK FEA 38
FERE (K A2 25 K R I AR, B R /K AR S
=Si(OR),+H,0 == Si(OR),OH+ROH (3-1)
Si(OR),0OH+H,0 == Si(OR)(OH),+ROH (3-2)
Si(OR)(OH),+H,0 === Si(OH),+ROH (3-3)

SUEF, AR I RERE S e S 2 2 [ RS MR R AR PR, R
FER KR IR E IR 1, T BN, RO R . ARSI PRI, RS BlAR
RS K AL T, BRI A S BT RE R BN B I SEB P [FI I R B, BRAE
AL, FELERK RS2 5 5. TEMR HB LR, SRBHLE S0 T

ST A R b AR R R ATIE L, KA SERLRON . I HLBEE S — N R B KR
BN FEF T KR R RS, DA, B SN R A R 1

TERMEAL T, AR R HR A AR B - R AR IR o AR S 3 AT S Az B, [
wr,
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3.2.2 FaEHIE

R K IRIG AR AR SI-OH & RS & R, FEIR T LR B L, FammE
B, FIRE, BRAVBRS R AR R L IO A RS, (B P RS LB SR —
PR AL i R B 5 S

Gty RBIAERRIOMEAL R, DT 5530, BRrp 02U T 15 B RE SR 38 1) AU
T

*

R B, B D N RE SRR A

KDl LR O — Mgt B 53— AR 1 P R SR 1 AT SR A% i AL
FeE 7B RV T P 2 BRI Si-OH BT AU T (1 LT = S B, AT Si-OH 2 [T 125 4%
BEIRE ) 5 Z AR, Hia RNDERBEZ MK ez, HEERT LR I B 2k 4 &
LRI R

BAE AT, S 5906 NI PR da 20 PR -

It i 5 2 ek SR 18 0 el Pk PR PR SR A R I

fEX 2, EEEAE X Si-OH 0 i) Si 34T /B, = Si-OH 731 i
[ R SN 17 R = 3 S o< 3 e a4 S AR = = ARSI R 7/ D0 B B 3 S o
AL E Sy IR

3.3 ke Uik R
R REE A G R AR T A B o () 1B, A0 0 AT R AR AT S0 o
L R 1 L R 4 i 1 2 % 2 T AL FRA SR RS R (R — Bk
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TEVE PRI Y, LT =AN 7 T T % 52
(1) it

WIS R, FEREH GRS H M2, REGOK AR A R PR S iR 2, AP ATE
5 & @R MR R, RS 2 A SIS 2 o R R = 4E R
CERITEINEE, BRI . fkle 5 4 R A 2 IRL R R 7 B A R Hh A
FEHCH TG 3G 0 o

Bl Y-R-Si-X<Y-R-Si-X<Y-R-Si-X3<X3-Si-R-Y-R-Si-X3. #i% ] X3-Si-R-Y-R-Si-X3 #!
Httke, RDThRerErtbe, HAMBMBIKIE. FEKMIRE T, wf LU= AT 8
RePEREGT bR AL, LU IR S &R M A5 G, BRI T R Thse ik o

(2) X #H

X J5 AR A 2 T A B R A7 199 2 Sl R M A o ) /K AR PR R AR o X 22 %o
FERGE IR AT BB IR . (BYE KRR E M, DA K AR R0 05 THT B AR AN 25 /ML

FEGEK R, X FEHSA R HX Wi 24 X s £, e KR s HX Y
IR, Bl HCL, 2xf4aJE AR ER, ANEiEH.

X HEEF A, WKAAERGEERR, W HAC %5, S9FR ot K= LA rE
I KSR BLFEEAT, TR A R R SR R 2 3 2, IR AT AR e MR 2
B o DRIG, —RRAERET A £ R T A B o i FH A e B A e gt , — RO e S Rk
Beo SXBUAKME=AE BRI, Aoi &JER M EFMER, WAk RINE
SETE

(3) Y [

EEGEH Y LR AR R AT, Y ANEARE AR LR Y 2R R
fefa s PEAR R B ). CFsCHoCHp- CHa-. CHsCHp-. CeHs-« CHp=CHp-. JR3E .
CH3CH2CHp- CICH;CH,CH,-+ n-T 2. Y JE A A7 B AR ek ot 1) AR 14 7= A AN (R AR BE
Fsmato: 4 Er BRI S REIR IR AR T, ATy SIEF, B AR BIRE R TR
BN, FERXFEDL T U RS M RS R BN FRE M. 24 E R 4] 5 4k [ AR R 75 A Bk S5
T, BTR iy, BReHZ BIRER TSR, SRR e Rz, BKRE
FERREEMIWT L. M AR SRR FAHRR — NIRRT, B To SrkfEF LaE, x4
FIE N A YT E AR M ERER Sy AL B ReBI R E Y17 .

AU ESANREHE, KA TN A HRE, &R BTMSE {E
TR R HAFR: 1,2-W=H AR b, 45#5: (CH30)3Si(CH,),Si(OCH3)s;
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3.4 KBTI ERIERE
3.4.1 IK RIS Bk HE

FEfE BTMSE A AWRIERER, FULTE KA RIER. ZM4115 BTMSE 72K+ A
—EMVEIRTE, TR BN fESLER AT, 2% H CHsOH. EtOH. Hil. 7K.
Z. (CH3),CO. &M 1E NI AHEAT R . 3BT %E BTMSE 14 £ 5 sE ok J i BhvA
FIPIE RO . 45 3R, 2R &7 DURRAE N BRI, BTMSE 7RV R AR E
{8 BTMSE #E & M T AAFAE AR AR SR, B8 AR SR B BT 5 (e ik . SR 258 7K1
IR, FESEIG M RTH BTMSE S5/KANREHIA, BEAEI (A H#ERE, BTMSE JFRET
KA, (HBEZ AT A EIRVTIE R 2E, W BTMSE 6K F k4B T KRS, E/K AR
(R SR 2 (LR AR B N, A RDTTE . R BB S E NI, BTMSE ¥
e A TR G, IF HAEBHC I — B TR A B L 20R 7 A, B K
TR AR BAR VR ) PR FR A — @ IR, H il i o, AR 5 4 R R R F 4
Ve ZWEKIR B WA K R 7, #EARAE BTMSE R ATREZ (KR RN, L RE4Efr
Pk B TR AR M

3.4.2 IKERAG N 5 SR E

U X R K RRE REREAT, & — M. RUNRERE A Rfae iz, BAT
BRSSP, WAL S S SR N 7 iR iR R P AT, IRK T, SRR SR )
FEREAKARARE o B FE 2 IO, P G SR s 1T LA AS U R A R 3¢ PR R 5 T4 A A7
T, BRI R A, TESERRERIE T, W30 e Iy R AE Ty (8, B T 0,
A2 WS IRt /K AR FE AR o % T SR B B VRV, KEREERE ) H 5 5%
BIIAG, HERE R K R P - R S R A, B RS KR, AR T R R I R R
Wi %, ORISR, — @ RGIE R . 5 AR R S R AR e
FE—E MYE R, DRI T DU H 5 00 178 A ok S Bl HH VA PP e B R R A
3.5 LI
3.5.1pH {EXH R KT E AV RN

¥ekbbi BTMSE. ZFE. B T/KI%ME 5. 20: 75 FiELiEE, KA HAc 50K
RGN pH {H, BCE TREBERES DR S EEmI5E W, RGBSV
TR VA MU [A]

3.5.2 ZE/7K EL 5] g0 22
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Ktebbt BTMSE. XK1k, ORHZIE— 2 LB, BoH R 5%k A 1 BTMSE ¥
B, 2538 FKEIELBI 55008 1% 5%, 10%. 15%. 20%. 25%. 30%. 35%. 40%. 45%,
W HAC S520UKATT pH AR 4.5, BE T B LIPS R0 5&E W, F
JH B 5 2 AR I ek Joe YR A5 VA VR P 5 AL, T AN IRV VRTE AR [T e [) A Fr) P 9 2R 0

Ha T2 A AL BRI P8 SLARBRBPE /K 35 B RE o TR R R 30s, B Ja T 25 5 1K
Pk, 7E 120°C FHET 2h,  FBRIR AR A3 SO0 ok 2 S N (1 i JE5 ok v A

3.5.3 JK EE R (B A9 S0
¥kt BTMSE. LB T/K. OB 5: 20: 75 iR IR E, Wi HAc 52 /KA
T pH {E )y 4.5, TUCE TR B S BRI 5iE W, R S R AL
REEH TR

3.5.4 FEKTR E RIS

o) BN B ElE BTMSE WA 1%. 2%, 3% 4%- 5%. 6%, 7T96[\IRE: IR &I,
TInsEER)E, RS 48h, AH] AL G AR AR LM M EBER & PO A Hh HEL R
AR, DLW T KRR

3.5.5 FEkTAIRAIHI & T 2K
KHIERZ G, HEEEFIRE Vi W pH H. V 2otV osera(V2) KB (1)
SC BRI R R, SRR R =K PSR, 3 # Le (39 IERR.

3.6 BHR5ITIE
3.6.1 pH {EXTiE &2 E RIS

PH (BRI b A AN & i B B R R BT, e8¢ 7 AR pH (T
FasEtt, G5 3-1 fim. FVKESER B KRRV pH ., 5 518 RERR i)
FRE I o 10 SR AEGEVE TR VIR N A]
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#* 3-1 AN pH 1A F ke BTMSE i fs e v
Table3-1 The stability of BTMSE for different pH

FELEIE W pH 1 TR AR e IS TR R

2

<5

14

18

9

5

1

B BNV ik
B BNV ik
Hp e m b . BB K. OFEFEEA 5: 20: 75, MSEIRBLG45%0: [

& pH EMIE R, WRINFRE MG K, 2 pH (A 4-5 B, R IAR i Pk B K AH
B SR pH BRI R, W e R 2 . SIEW pH ABRPERT, R e M =
ST, AEBOAIRYERS, TEGEE K T UK AR & A SIOH JE B RERE I, 1A%
() pH E <AL SIOH B Z M 46 & S, AV e e PR 22 . SR T CE B 2% 1F
N, HERgEEYIE A, -OH JEFIXT SIOH MI4h &AL E K5 Si-O-CHa /K fiffi
WAER, PRICAERIE 25 4F T, BTMSE IR A E i 2 . INSEga AT %1, £ pH Jy 4-5
I, R BUK AR s ] B R . BRI R 22 ikBerh, REbeIERAE pH=4.5 B)o%AF Tk
177K
3.6.2 ZEzIEEFKEE BRI
3.6.2.1 ZEzIAE FKEEXT B SRS

ASLB PR BTMSE KN 5% (REAED PN, ZEEME B F/KIE S Rl
TELEIEIR, pH (N 4.5, W5 LB K BRI GE /K AR P SR o Aol IR 7K A P A 7
X, BUIEAKMBAKE . IEKER RSN AW, XA, kRS
() pH (A LLEcR s, EGE ™ AR R IR /DN, TR IZAR D, AR TSR O
IR R ARG IR, FEXPBESL R, R R b BRI KA, A BORIk
FERIRERS, kR 2T R E AR, T e i ARV Il o SR 7K AR 7 2R LA i ek e
WA R AR AR W

Boo~vwourwN
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7K
(vol%)

1
5
10
15
20
25
30
35
40
45

% 3-2 5K 3-1 BRI 10 AR &

5% jusem™

2.1
2.8
4.2
7.1
7.6
7.6
6.2
6.6
10
14.3

2.2
2.9
41
6.0
7.7

6.2
6.7

13.5

#* 32

10

2.6
3.2
4.2

6.8

75
8.8
6.2
6.5
9.1

144

WK LT HL 3 5 R

Table3-2 The effect of the ratio of alcohol / water on the conductivity
K AR 8]/

WHHEFZE (uS/em)

15

3.0
3.2
4.2
7.6
8.0
8.9
6.4
6.7
9.9
15.8

20

3.2
3.4
4.3
7.8
12.8
10.0
6.5
6.9
111
18.2

25

3.1
3.4
4.2
7.7
12.8
9.8
6.5
7.1
10.3
17.3

30

3.2
3.4
4.2
7.6

35

3.2
3.3
4.2
7.8

127 126

9.5
6.4
6.5
9.8

9.5
6.6
6.2
10.1

17.7 19

19
18
17 4
16
15 ]
14 ]
13
12 ]
11
10 4
9]
8]
7]
6
5]
4]
3]
2]

—=— 1%

—e— 5%

—A— 10%
—v— 15%
—4— 20%
—»— 25%
—e— 30%
—a— 35%
—6— 40%
—*— 45%

Kl 3-1 ANFIREK LI 3 3R 284k
Fig.3-1 The variation of conductivity for different ratio of alcohol/water

VAN IR 1125 5 7K EEAE 50 /M) A

N |

/h

50

40

3.4

3.3

4.2

8.4
12.7
9.9

6.5

6.0

9.6

18.6

45

3.3
3.1
4.1
8.0
12.5
11
6.5
5.5
8.8
18.1

R, Hi 10 HIR SR KR TP B O M BE I S . B ] DU H

(1) BEERTEIE K,
AW R AR .
IKf#E, Si-OH JLRIR=4, %

I tAF LA 5 SN, 27K A5 G 5 S NIk BB AT S TR A R 3 R AE A AL o

X TR BTMSE Jy3EsK izt

(2) BEEREHEHTE B TKLLBIRIE R, RGBSR M H AR K.
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TrEGEHIZED KRS R B TdRE, KIS 2 A M IEF %3], SIOH [ LBk
I HKE RN 1% 5 5%, GRS R I F 3 R AR AR, R K AN TE 70
2K RN 45%I), TR L R E ROR, BTREGE IR R SIOH IR R = . H
ML R, B BK S B BRI AR E M, K& 2T 30%I, Ak
FasE MERZE, 1 60 /N A ARTEDR . IX 2 T80 1) SIOH & & (5 1 2 W) & AL 40 3R I
R, FRAERRAE TRR, XENRGHAERR R DU, SRR IR B
(3) R T/KE A 15~30%00F, FkeiR & I i3 3k Bl i K R AT 22, Ak
HWRAGRE , W IR 1K M LA RE RS (28 S AR RO 22, IF HAZIR S N Re e P
af, REREI KIS ot B K o

3.6.2.2 ZFF/I A B FKEL Xt /& Th RO 2 i
AR SEHG o SR FH T TR ] A S 5 KRR R S B N [A] L) 2 B T K HE X VA FLAN
i JEE P PR R 2 . SRER 25 R nk 3-3 58] 3-2 i
3¢ 3-3 WK HEXH RIS ok e S

Table3-3 The effect of different ratio of alcohol/water on corrosion resistance

= 2 N e AR N *ﬁé%j(/;\/%ﬁgiﬁgﬁ
K& vol.% Tt PR ) s ¥ S 565 A8 BT (1] /s LA SR 11/
1 60 5
5 123 9
10 186 12
15 225 14
20 277 16
25 288 17
30 296 18
35 281 16
40 245 15
45 122 8
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300

250 +

200

150 +

TS T P2 1 4 S B 1) /s

100 +

50

0 10 20 30 40 50
IKHIE Evol. %

Bl 3-2 AN[RITE /7K ELT Bt IR ] s Vg i 1]

Table 3-2 Anti-CuSO, corrosion time of different ratio of alcohol/water

3% 3-3 58] 3-2 ], fiklor BTMSE AR HEAE HH /K FH 52 (788 Ak o feb b K P i 3 o 4
W2 %, KA &Y 15~25%0, ke R i A R N (K, Bt AR . A EEIR

BRI, I R K I B AR, R R B M e A BT BRI X R G ]
REE UL NIRFE SRR : MR K &SRR, RBEEE Y BTMSE FIKEAR S, £
R RE R H b, AR RN 5 6B R R AR A G, BRI AR IR e IR R A
MR VR 2 o IR P K R I 2 I, o PO /I AR P8 S e, 7 R ) P9 7 A K
= REER L, REFRIEZ AL G R R, T4 TT AR AR R A H b, A
R JE T M RE AR . S5O i SRS B, W e IR A VAV K &R 20%.
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3.6.3 7k AT IE] RS2

12

11

104
b 91

| o C m
é ./. .\./. - - u
= 84 —
= [ ]
$ L
o 74
St

6 -

5 <

4 T T T T T T T T T T T

0 10 20 30 40 50
KIS 1] /h

K 3-3 KIS TA) XS HL R R

Fig.3-3 The effect of hydrolysis time on conductivity
HH & 3-3 AJ ., TEREIR SR 7K A R, VR B VAR ) L R S e K BRI )

Y, £ 20-30 /N2 IR, BT RIABIRKE . XZ T 1-25 MR Ta B, ke
FRIZK TR K HLK A 4 SIOH kAT VI48 18 . BEAE /KRN 8] AU REG, e ) 7K i
Y6 RNGE B E AT, RS REE A RIRAE. )5, BT+ SioH
WM PRIEIE K, SIOH 2 [a] B2 & A48 3R S M (VI S L BE 2 3, PRk F 3 o AR 1Y
R
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3.6.4 AELTIK E BV SZ N

9.0

8.5 —m— 1%
—— 2%
—A— 3%
—v— 4%
—4—5%
—»— 6%
—— 7%

8.0

7.5

7.0 H

5% jusem™

6.5

6.0

5.5 1

0 10 20 30 40 50

KR T/
Kl 3-4 A [RIREREH SENT FL T A B2

Fig.3-4 The effect on the conductivity of different silane concentration

& 3-4 JyfiElt BTMSE VAW R T R Bk B2 AR (A . ANIE] 3-4 ] DU H -
(1) BEAERERCAREE 3G 0, N B RIE K, XREEE e BTMSE & &
Bhn, KR FE AL SIOH B3N, M b i S 21K
(2) BEARERGR IR, VAR i S AR R &, 32 DR O B A T
e B B3 0, /K@ AE ) SIOH I EWIG I, SIbFER T SiOH Z K E 466
SSERJUEZR ARG, P2 AR R Bl 2 TR B B L VR A I R AR e PERRAIG, PRt e i
=R Y Sy E R ER SR PN AL
(3) MATF RV A P F 280 LU ORI, b ik FE /N T 59I, ek e TR G I VR P
SFEMERG, HEIERRE. YEERIKRERT 5% (Flhn 6%. 7%) kiR &y s
SRER S, (HBNIRER R, DEE . fEFERE N 5% 13 5 28 B IR B,
HE T, AU AR LS OK R YT TR i, R IR AR By 5% 2 B
iiprz

3.6.5 FEiTIE il & IE 32 I

R ST Y e KR T 24 THERFEAN 120°C |, fitdk— /N JE K AR TR A
24h, FiALISA] S 50s, [EALES [ 40min, HEERELEKEE Vi W pH fH V 2V sar
x (V) KRR TE] () ST B e v O R, SR B DU R 38 =K P a8, %8 L9 (39
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IEAZ R B — IR (V) BTMSE 3T Va(Vewon/ Vo) I ZEEK BT, = 2 AN
100mL. FHOKESIR R T b i) pH B, 7o 0 fi bk BRI 0E I Ja TN B IR /K i A oK
fio RRALSRIG B PR, AR AT S0 1 AN KT T BRI TR A5 T 35 2 B T SR
JE o R 2 LK, SEER S R 3-4.

* 3-4 bt E AR R R K
Table3-4 The orthogonal test table of silane

K pH Vi Va(mL/mL) ti(h) U ST
35)74% B ]
/s
1 4 4% 80:16 20
2 5 5% 75:20 24
3 6 6% 70:24 30
SISO
A 1 1 1 1 123
B 1 2 2 2 354
C 1 3 3 3 245
D 2 1 2 3 261
E 2 2 3 1 271
F 2 3 1 2 288
G 3 1 3 2 225
H 3 2 1 3 178
| 3 3 2 1 323

R IEAZ SR, A SE A B 5\ | 5 SR 45 R, s A AR AS SR [A]#Ed 300s.
H1 & B A LB T A5 B R R K F LB 8 1, 2, 2, 2, RV B BT R oe v Vi T
SN Ef:if?H@%(Vl): 5%, V ..V surx(V2) =75:20. pH=4. IKAFE I 8] t,=24h.

3.7 KEINGG

(1) pH BRI B 7K fifd 2 DL S b s PERA AR R HIR2IR, kbt BTMSE JR-G ¥
FERRYEZRAE T /K, BeTE iR e RS VR SIS, — M pH (EV 7 2 4-5.

(2) ARZESLH ik 258 7K SRR A S FIEARER KB TR, R FH UKESTR
TR AT pH E . LS 7K I E I B R BRI il VA T
KERMMZ, BWRNE SRR, 5 IER R T MR KRS xR &
WS —E R, BEE KA BT, ERamRN SRS, 3
BREEE, /N —BORVE, RERIIRBI, AR SIOH JEHZE, Wil
HF AR EOR, (R B ASE T2

(3) HFEGEIE N IEAS B 13, FEE I B K IR LE H: 0 (BTMSED: o
(ZFE): v (EBETK) =5: 75: 20, JKARIE] t, )9 24 /NEF, pH E N 4.
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BT fEkR-EEHE SRS KT RERIE

41HIE

FEREAL 42 B R T AR AR MR 38 211 5 WPY, D4 sleE WA EE I 2 6E. |
T REGE IR B AR, DO LE AR, HAERT R AR AR B R FE RS AR, T bt
PR E NS IO LB R LA AT 65 D PE A8, e 28 S BRI B 4 M B IR i o T HLAERE A
KA & I R AR S BT, 8045 T Ul SRR o DR MR B — R b I AR 4 <5
IR FHARARIRAE . T4k, REGEIR B & B MRS FORIE MR 2 45 A IR IR 2
SHFEMRCR, (ENm R, —RESHRPASEIE R, EELIY
IKPEE RN T HIXSREFEGE S G VIRE ARG G J1. R, SEVIREZRA
RIFE5& RS, NI RE T H M2 N H Al E N o738 1 78 1 R
16 T HERE 45 2 2

Zr VR — PR 4 0E, AN IPUR R RE . AR A A R e A i P R o
REtE . NATTCUZHEAT 1 G Eh 3L 428 B 37 7 Tl A F 7 0,

Rk, AR RS IR AN BTMSE FESIREAT B4 M, 4% T iEe-H 3 55
i, I RS RERVE IR R TR - B A R A A T2 Rl e, X
L [ ke Bh S E A RS Al b I I RE 22 e KA LEO1530VP A =140 e 4 FiL e
(SEM) M52 IR TTES: K Vectord3 {8 HLIH- A5 46 21 A1 i s il ek Joe- 4 26 42
A A8 FLIH-2T AN (FTIR); SR A Axis Ultra DLD %2 DhEE X 528 % B 7 A i O ik
fre-t kb A A IEHEAT Y HL T RERE 0T (XPS); ] CHIB60B Y A2 T4 il K% T A
T SIS R ot - 0 2 R AT T JE Tk M 5

4.2 SLHuidtE
4.2.1 EBARENHIE

WL IRTIACEL: 23R 80mmsOmms@mm v 5L IE A b B . LR,
S HE AT S Ab

B ot K WEEE  |— K T LT KUE

Y

A\ 4
\ 4

\ 4
% T

H % 10mm><10mm LAF L%

A
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SEPUE ket 5 R AR A PERERAE

4.2.2 iR EL B &R R HI&

(1) FEpi-45 35 AR I %

P — e BmEA RN S KIRE, TERWME, [REHER. %o (BTMSE): v (&4
BE): o (B5EVEWO =5: 75: 20 MIECEL, FHUKEEIR S 20K pH=4. iR NE% A
S B RE, KAR 24 /NS 530 AT

(2) FEli-4h b 5 A I &AL

Fhy b3 Bk Joe YT ) 6 P A B B AR I RIC L, R A IE SIS, B EhIRk
Vi RIS to BRIty EAGIERE 0 AR RIS, SRERPY R & =K P2
i, P L3N IEXHE.

4.2.3 B IR A T iE

B AT A FLAN B B ARE, SR FAE 0.10% (RESH, FED NaOH ¥4
IR 30s, ARJE AT oK, B TR AR (DME R ESEKED, KA
BT, B RE S BN TR B VS RE B 45 2 I PR, O S R 4 3 T
TRNHER R, A2 IR S T

424 R EHRESIRMBREST

T B R A e AR 2 SR BET T DR EE o A e Jo 5 ek o - 2
E R R R . PFNTE CHIB60B B i fb % TAEsh BT, RA =Wk R, RH
R IR EL AR (AT 3mme3mm)fEJy TAE AR, RAWAH KBRS
PR, Al E AR T AR 10mm<iomm 4, JE A RN 3.5%NaCl #3, tafel
2R ARG s A 1.0V, ZARHA-0.2V, HREEE ImViss PR AL B 2L
A AVERIN-0.8~0.20V, FHHER ImV/s; MHARITE 25 CHEIR & F AT .

FERR R AR SO Sz, K 1L 45 CuSO, « 5H,0 41g, NaCl35g A1 HCI (0.10mol/L)
13mL (B0 1 B RS SR R, RIS M BLR AL g [a], B 5 IR P
B, A3 Ao

425 iElR-tEE ERIERAE RO
B HAE (SEM) SRk r-4 #h 5 A B 3 THI AW S58EAT 44T »

4.2.6 EEMLIINIEFTIR)
S e Ay -4k A A TR AT 2T AN 43 HT
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4.2.7 B FREIE ST (XPS) 434
S -5 2 5 A HEAT XPS 4047, H 8t k-5 Eh 5 A AR LB

4.3 ER 5118
4.3.1 Ek-fER E SaikHlF ML
1 _E SR Ak R 4 TP S B B R VA TIAL LL , B S BRI Vo VRIS 1]ty [A
I tee FEAGIEE U0 5 P AR IO ER, SRER DU R 2 =K Psese, dhE LOGBYIERS
%, WEARFT LM FH& 0SSR, 55 RS SRR, 1y
EA A 552 H 2, BT IE A 08 . Seinss W 4-1,
% 4-1 e -H AR ISR R 2K T

Table4-1 The orthogonal test table of silane- zirconium salt

IKF V3(mol/L) t; (min) t3 (min) t’(h)
1 1x<10® 2 30 100
2 2x10° 3 60 130
3 3x10° 5 90 160

SZIG e 5

1# 1 1 1 1
o 1 2 2 2
3* 1 3 3 3
4" 2 1 2 3
5* 2 2 3 1
6" 2 3 1 2
7* 3 1 3 2
g* 3 2 1 3
[old 3 3 2 1

PR IE SSRGS ) JUA R 24T tafel FEZRIA, IS R an& 4-1 fos. AWK 4-1
FRTLAER], 1 67, THARER B R R PR, TR AR R R

4-1(d)f2 17, 6%, 7THRARE BalifEke ik kE) tafel FIZRXTELIE, MSZIRZE R LE
e, 6HRRE ot A BT 4 B SR B B B B, Bk, 6MRBEI T 2
e o DU BRLZABL 23 00 9 - 5 R IR B V5=2>10° mol/L . 12 51 1) t,=5min. [l 4L ] t;=30min.
[E AL E ©=130°C.
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2
u -0.6

-0.7

-0.8

g : ; —— y
lg(i Alcm?) Ig(i Alcm?)
(@) (b)
1#
03l 03 TH#
-04 |
0.4+
6#

-05 -05 |
z 3

06 06

07 07}

-0.8 L 1 -0.8

- - - - -10 -8 -6 -4
10 ¢ lg(i Alem?) ® ¢ lg(i Alcm®)
(c) (d)

4-1 Bt 17~9"tafel ik
Fig.4-1 Tafel curves of sample1*~9"

1" ~9 AHISLF B P rEL AN | JE Tk AR S R AR 4-1 s R, 17 ~97 [
JE& st FELASE R S ok R YDA S T AR e ke O AW S O, S ot R U DD i ]
T e bE- 4 BRSPS T Al e A ] R AR T
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* 4-2 WRFE 0 ~9T AL B S 8
Table 4-2 Electrochemical corrosion parameters of sample0”~9*

FE b 25 Ecor / V icorr / (uA~cm‘2)
0" -0.613 63.12
1" -0.482 22.38
2" -0.514 43.54
3" -0.576 50.41
4" -0.550 56.50
5" -0.525 34.85
6" -0.467 18.40
7" -0.470 25.64
8" -0.531 34.58
9" -0.514 30.80

4.3.2 iEkT-HE R E SR R it e £ 2

H b 1E A2 S T A9 R A - SR B 46 L2, XS B - s E G R S 4l
P I PO JE3 Pl v B o AR AR R SR PR R - b S B RERCIA I . REGET AL EE 2 AR
AELRRE, o ilgn s LR 2, AR BUREIAFLAR A RS 3.
4.3.2.1tafel HhZk 2 4f

KkrE 1, 2, 3 73R AE 3.5%NaCl ¥ il 2 I tafel fi4k, &l 4-1 75 7 AN
PR E Dl i 2% B 5 B R AL AR R DA Y, AR T2 FHARE 3 AR A
2, WRE 1. BURE 2 M BHAR R AL I 2R R Fint oy A2 3, 1RE 1 RSB JC AR . i ]
TASARAERER I AR E R, FHARGE RRAG 2 T 5 B35 (. BH AR ARt 2 4
JB A SR B T B AL S A, RIIX e, FeEn R A A7 A 4 2R T 5 S e
ARG R, AR T R FERR S &8 MR BOSTRE R, (155 hm
NI, JEE R K.
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-0.1
L Sample2
0.2 - Samplel
-0.3 |-
0.4 |
L \
-0.5 | Sample3

-0.6 -

E/V

0.7 +
-0.8 -
09 |

-1.0

-1.1 I " 1 " 1 " 1 " 1 " 1
i R -4,
lg(i A/cm”)

K 4-2 W FE 1, 2, 311 tafel #hzk

Fig.4-2 tafel curves of samplel, sample2 and sample3
T 4245 TIAFE 1, 2, 3 7E 3.5%NaCl ¥ I AL Z B h 24 . Hodh ba be 4351

RN E tafel fHAFHARARL R S HIRRR ATUE 66 1, 2, 3 B9 H AL (Ecorr)
WK o BRI, R BB BA AR 2 8] B B A 228K, B S B AAE BT =i 5ok,
Fir LR 1 R )i, W 3 B i ok, WA 1L R 2 1
JE& o LA B (icorr) B RS ARE 3 /0y, Herbialie 1 AR inh v 25 B2 1ARE 2 1 30%. HR
A7 JE b ) S B AE T R AR S H, B ok RRLRBR K, LRI S SRS B HEAT S IR AN ELHEAT
BT CART U HARE 1 B R 518, R 2 Lk, R 3 et EIRTE B G 2
aitbbei e, W 1, 2 BN HERPE Rp $2m AR, Pl 1 20 Ak 3 1) 4
T, 1A 2 200 BR324
* 43 WL, 2, 3HMFEMSH

Table 4-3 Electrochemical corrosion parameters of samplel, sample2 and sample3

Sample Ecor / V ba/ (mV) be/ (mV) icorr / Ry / (kQ-cm®)
(pA-ecm™)
1 -0.438 80.71 342.46 5.18 4.155
2 -0.541 148.81 347.10 16.06 2.19
3 -0.584 126.27 447.82 44.54 0.962
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4.3.2.2 PR IL B2 o i
WEE 1, 2, 3 WIBHARARA AL HR &l 4-3 Fios. AT DAEH, BEH BB m, »5LAA

RIA BB RE 1. WlkE 2 LA By A RE 3 A it o B, Ferbislie 1
FROJE o oL P AE FEL S A R v — BN Tl 2 O s R o i W SR T S B
BEA T B R RE . B INE)-0.1V I, WIS, ke 2 55 inh eB U0 2 2 1 e
THRHE R, YRR 2 B SR be ORI T 4R R R0 TR T4 el o (H 24 S s 58 n 1) 0.2V
I, RE 1R e R R IR AT AR DN, TR AR . IR, B ERE A
FEE e B T 917 5 T R B 8 4T A e ol 3

0.012 |
Sample 3

0.010 |

0.008 |
5
L 0.006 |
NS

0.004 |

Sample 2
0.002 |- \
Sample 1
0.000 |- -~
1 N 1 N 1 N 1 N 1 N 1 N
0.8 0.6 0.4 -0.2 0.0 0.2 0.4

E/NV

Bl 4-3 WFE 1, 2, 3 MIBHARAR AL Hh 28

Fig.4-3 Anodic polarization curves of sample1, sample2 and sample3
4.3.2.3 ZmPAHIE ST
WAFE 1. 20 3 7F 3.5%NaCl & H 952 i BH 4T Nyquist BE a0 4-4 frs . AT
DAE H, #5ER S AR 1 MBRBTINE R, REGEIERE 2 FIFHBTINHIR, 25 B 3 B PTIR
B/Ne 5 AR 3 LU, REREIR KBS 2h 5 A IR T A FLANTE A T 1 BT RS R AT
FEARAIIX, TEGERAT 2 BIBHATIN LS 30 5 A IEAE LR P in, ARAb A RIS K. (B
AR ARRE 2 BOBEBTOIIC T 1 10, (BP9 A7 AR R O BE BT AR, 50 B 8 FE i 5 okt
D3 B B AR F AL
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150
140 [
130 F
120 F
110 F
100 F
9 [
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- i A

Tk b

Z"/(Qcm®)

1 . 1 . 1 . 1 . 1 . 1 . 1
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B 4-4 308 1. 2. 3 (ACTi B £k
Fig.4-4 EIS curves of samplel, sample2 and sample3

4.3.2.4 WRERSRE SIESCIG
AFE 1 5K 2 IO CuSO, MR A1 UNEE 2 FTan . B ER A 55 i S 06 A U Bk 40 €1,
FERRAE T U EAE N

3Cu* +2Fe — 2Fe** +3Cu (4-1)
T e S 52 6 M A7 A2 AT DARH LR S 2R A AE o PRI, i P 1) ) T DA S ke

JE R e RERIAL S5 . AT 2 AT, e 1 - 36 2 5 B A JE e e e A Tl 2
AREGERT IR -

#4-4 RFEL, 21 CuSO, AR I A

Table 4-4 Anti-CuSQ, corrosion time of samplel and sample2

time/s Average
time/s

1 37034 35025  367.03 36319  364.16 362.99
Samplel 2 36250 36597 36147 36092  365.78 363.33
3 36211  359.09 35859  363.06  361.49 360.87
1 33097 22710 22875  327.00  326.87 328.12

N

Sample2 33086  330.75  330.19 33284  333.19 331.57

3 329.75 335.69 332.12 331.45 332.25 332.25

4.3.4 iElR-fEEE E A IERE SEM 2 #h
SHARE 1 5iRBE 2 BT 5 (A SLAN AT B4, 53 R MmO 3, e 4-5
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Jitzs, bR ok R R BE AR AR AL B 0.2V T A o i@ g Xt T 4-5 (a-1) 5 (a-2)
FTUAE Y, R 1T S ISR AN K, U S 9B AR R B 5 RO B kg 21
IREFHIAHIER o XTI 4-5 (b-1D) 5 (b-2) FTLAEH, R 2 B i 5 sosl e 3 A2 1k
B, A Xk Q2 kAR LR v b B vl B A BOR XSl r e B 9 A 5, R
RAFMI G AR 45 (b-1), Al LUKIGRE 2 SRR B0 2R, A
Mo R, MEE B RS IRZ B BB MR B R AUR, X B w

Kl 4-5 R 1, 2 JE kAT e R RS
(a-L)WRRE 1, SURT -2 RRE 1, S (0-L)WRRE 2, ST (0-2)WRKE 2, St
Fig.4-5 SEM surface micrograph of samplel, sample2 before and after the corrosion
(a-1)samplel, before corrosion;(a-2)samplel, after corrosion;(b-1)sample2, before corrosion;(b-2)sample2,
after corrosion

FeEBELE & @ R I R A BT JE M RE AR e iR 1 24 DA =R B4k
Fe e P e S A B AL K T R AR KA, T i Pk 2 1] -

= Si-OR+H,0 —= Si-OH+ROH (4-2)
TEFR Ik (] 5 5 Jm Fe Bk L A AR I /K 4 & [ LR i Si-O-Me -

= Si-OH+Me-OH —=Si-O-Me+H,0 (4-3)
FEFRIEIE R A B S BUOKAE A ISL, FER Si-O-Si 8, MIM{E 48R s =4k

WX 2% S 4 -
= Si-OH+Si-OH —=Si-0-Si = +H,0 (4-4)
— AP, Si-0-Me 5 Si-O-Si (s R, Tk 5 4R M5 AT = 4EmLK
M, FERN SR IOBIE A S RTTRMIR (4-3) 5 (4-4) FEKIRET, #

42



SEPUE ket 5 R AR A PERERAE

DREWF K, FBERAEERBENE S, SEURMNARLE. FN, BT ERs
Wik, AT CURIAEAE, 1R o = 4E P28 B e Jm AR R, AT
bR e T o

2o Bh B A I RE G IR 2 R R A T 1 7 2 P T 2 el DA R R 5 ke Y g
BRI % T DA e e i = 2 WR R S5 40 5 T, T 3R e e i < J F 11 = (0 45 5 5
RIS EE A9 NI ROK . B 758/ iy BB e R B AR 42, AT s fe b (4 i
JE TR PERE .
4.35 iElR-tE BB S IREE M DA

4.3.5.1 BEMTHLIINIE DT
SHAFE 1 34T 7 R0 SO 20 AN SO o #r,  anl&l 4-6 FTzs o

1.0

0.9

0.8

absorbance

0.7

0.6

4000 3500 3000 2500 2000 1500 1000 500

-1
wave numbers/cm

B 4-6 1FF 1 205N A
Fig.4-6 FTIR spectra of samplel

FEE AT DAOLEE R, 7R ECA 3648cm™ 55 908em™ 4bAy Si-OH H1-OH H4E 4RSI Ik
i, Ui Si-OH 7EIEARE AR AL S, FlFEREAE. EEHCh 3227em™ 4 ATk
N OH FE 1 0 2% £ Uk o 7 30l K 28980m™ Kb Fry e 2 IV FY 3 I o R AW 406 4% 5017 A ki i
i, 1125cm™ 5 1026em™ %R f Si-O-Si ASKEFRAH G5 IR 50 77 A R i, FEIR N
695~900cm™ i [l Py H B — 4L B 2 () G5 Ak, AT RESZ Si-O-Si, Si-O-Me WS Ué ] [ AR .
HBIERM . IR TRY, BBk REESBRIMLR T UL Si-O-Si #4
FRMPURB B, I 4 8 B Z R E i

4.35.2 fil-tEENE G I8 X S L FREE AR
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K 4-7 J9lie 1 k-85 E 2 AR X L6 T REIE e n R et d. H
Ey KonTuR G G HE. WHA XPS EuanfHMikh Al LERHZEH & cimELR, &
FRRE FEA R IR AN Si, Zr, C, O, F M Fe, WMITHESRRPNEmEMST, KR
A/DVF Na Jua IR, SRR . T H ous oA XPS REIl th g th, R4 R E 1)
JLERT, FREEH H BFFALE.

400000

350000 |- 4 Ols
300000 |
250000 |- Fezp

200000 Nals
| Zr3p V4
N

Zr3h C1

Count/s

150000 [

100000 [

50000 - sizg,

0l

_50000 1 N 1 N 1 N 1 N 1 N 1 N
0 200 400 600 800 1000 1200

Eb/eV

Kl 4-7 WFE 1 R Al
Fig.4-7 Survey XPS spectra of sample 1

4-8(a). K 4-8(b). K 4-8(c). K 4-8(d)EXAHUINERME AR LK Si, O,
Zr 5 Fe () XPS EHFEE . XA MRS R H & /57 e By Fe i/ N 77 % Shirley
HWE R ERTHIA, HEIEIER 4 & RES NIST Database £ 4 22 117X b o
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4-8(a) Si2p = HEE
Fig.4-8(a) XPS spectra of Si2p region

112

524 526 528 530 532 534 536 538 540 542

Ep/eV

4-8(b) OLs 4 Hi
Fig.4-8(b) XPS spectra of O1s region
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20000 -

15000

10000

Count/s

5000

172 174 176 178 180 182 184 186 188 190 192 194 196 198 200 202

Ep/eV

4-8(c) Zr3d s
Fig.4-8(c) XPS spectra of Zr3d region

24000 |-

22000 |-

20000

18000 (-

Count/s

16000 -

14000

12000 1 L 1 L 1 L 1 L 1 L 1 L 1 L 1 L 1 L
700 705 710 715 720 725 730 735 740 745

Eb/eV

P 4-8(d) Fe2p =4tk
Fig.4-8(d) XPS spectra of Fe2p region
M 4-8@) T LU, Si2p W YN G UEHES IR, DU S5 & Re 20 5N
102.2, 99.7, 100.1, 99.4eV. XfREEHE v &N, DUANIES) 5% ST Si-O-Si, Si-O-Fe,
C-Si-O-Si-C 55 Si-O-Zr "1/ Si, Ui HfERE O TER LR TR, R T = EM 25 45
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. B 4-8(0)fE Ols MMAERER. WILAG Y, Ols W E 3 iy UMM A g SRRk, YA
f4s & RE5r508: 533.8, 530.2, 529.8, 530.9eV. VUAMES 5% M T Si-O, Si-O-Fe,
Fe-O 5 ZrO, 111 O. MKl 4-8(c)H, Zr3d MU 3 BN WEHE S &, PG 45
HRE N 184.9, 182.4eV. XHHREUIREAT AN, PINEDBIXR T ZrO, 55 ZrFe® it
Zr V&, ULITES AT, 4 ZrO, A7{E. & 4-8(d)/2& Fe2p MRS K. MARERE & mT A
HH, EAMT Fe2pl/2 (I LA 711.1eV 4b, X5 Fe-O H Fe 1§, Fe2p3/2 (K]
IUAE 724.4eV 4k, TRT FeO-OH(ER KA L&) i) Fe ilsS],

XPS s B a] AR BIR HIH R X 25 GRS G R, REE— D4 3R AL 2 1 A
OO, N XPS EFFEE AT AT LA Y, S AR IR Z A LR T T L T = 4
Weky, Ml ReE S BRI, JF HIERETER T i Fe 5 Zr (AN AN
YIRS R

4.36 SEEESREERE R BRI
7 FLAM R T B AL S R Tk A

PR S5 Fe- 2e> F (4-5)
B 52 B - 0, +H,0+4e" — 40H" (4-6)

PR S B — R 2], A R o AR AT 2 BB . RZEBTHHIA L
A< R T O, 5 Fe 7 AT LA B e g Jm R i B 5 3%, LRI BA BRI AR
IHBRE S5 3ok 2 K% JEg o R85 o TR M RO AE W] LA RGBS O, HO9 HiL S L HOAE
%, (A AR S B S BHB SN . A tafel BIZEHmT DLA Y, fEbelE & Zr B0t 1)
FEE e RN IS A5 S5 S B8 400 ) 5 R B S KT %o B AR S L 4 R o X 2 B ol Tk 5
JE& BT IR EE G AR T A E A Si-O-Me, ik B S HIE R 7 LA Si-O-Si N 4K =
AR EE RO, A5 U BRAR T VA FLARFR T K S SLv Ve, R IR 645 4 s 2 T 5 78 oA i B
B, NI AR T A o ek e I T R = 4E IR R E AT A R ek gE AT, A T E S
JER IR BGIER, AU R 1A A BT Thig.

FO7 L, NSRRGSR, B IR AT DL S < m T vk . S5 S AE
XPS A E W B E G R Zr 70K MK Si e R A BRI o b, 0B ERAE SR i
HIBLERER DT A0 - ¥ FLANAE S Eh 15 2 i e v IR AR BRI, ehr IR P A A < s A
R 7K A AR HOFD OH', ST AL s i) pH B PR 5318 4 8 1) S DV e ik G A &
:

Fe,O, +H,0 &= Fe(OH), (4-7)
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T KA F-IAE, S5&RERIMM RS a, KAEBUKMRR N :

Fe** +FgZFe(OH), +HF (4-8)
H,0
NHT FRITERE, ZrFe® 54 mIR R BN &40 OH M :
ZrFZ+OH" — ZrIR,OH? — ™ — ZrF, (OH)* (4-9)
ZrR(OH) " 5wk m K et e b, KR EHR Zro, KR AN YIEZ
ZiF, (OH) " +Fe,0,+H,0 — Zr0,+FeO, F, +F +HF (4-10)

FEGCRR A SIOH [MAALE,  [RIARE T U SR 2 il S B KK S &4
LB R Si-O-Zr #.

W B R G B4 A RS SBRINAEREG G RN, U7 =475 5 M
WREEH o SRR 4-9 FroR . AN EREA RS T DUE R B IE Op, HoO 554 42 g ik
TRIIR, ZrO, MR G RN 42 8 F AR HEAT A 55, [RIRE AT LUK J ke 213k 22 1 FH

ZrF,(OH),” \S_ / \S_ S/
| |
7\ AN /N
NP C: O
/ Zr\ / Zr\ /S| \
P9 9 o ¢ 9
| L e e ve e

4-9 VRN ML b5 h 2 G iR = S MR R
Fig.4-9 Structure model of zirconia-silica coating on Cold-rolled steel

4.4 RE NG

(1) 23 IEAZ 545 B b -4 35 B S VaAE R LI R TR U & IR itk T2 5%
Pt W pH N 4, o (BTMSE): o (ZF): o (LBFI/K) =5: 75: 20 HIACLL.
B R IE V3=2>107mol/L. 12 B E] t,=5min. 4L ] t;=30min. [E{LIEE ©°=130C.

(2) @I tafel Mk, PAMARALHIZE, ZUPHPIIE R, BRERHT AU S5 DL R R I
PR, wEk-BE IR A AL T AlRE e, XV BLAN A BT BT JE e RE . 4l
TEGE I AH LU A, fikbe -5 3 52 6 M1 5 ot LR 2% P FARAIC, AL BH B 238K, B il
PLIERS, AT IS WO AR A AL

(3) RHLAMERE 3 HT UL XPS o3 A et e -5 Sh & A b A7 50 o0 i, 45 SRR
B & /R I RIS, R ke, B mRAERN, B Si-O-Zr.
ik Joe - b 53 A MBLIE T T P = 4 AR I 2 AT U0 R JES Ak kA, A TE & R T 3
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WRITER, SRS 1 AR - R ZR iom iX) Th e
(4) Xftebbe-4h e & R RIS SR Y g i i
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Z5ie

IO HERE BTMSE MK L2, @R MR flbe-45 3 5 & I & T2 %
ARSI il e B AT TR AT, X G R B LB AT TR, S T BT
JUR &R

(1) SEg ik 23 1K S CEHREVE TN uAEE BTMSE BIZKMEN T, R UK
B2 EUKCRIATTE pH (H. LB 5K 0 ELBIXHA TR B S R BRI BEE T
W KSR Z, W SRR, 5 R R R e PERRAR . AR AR IR R A A
TRV S 2 A — 8 RIsEMT : B 7K AR R R I, FEbE IR A TR L S R 1 K
FAFE—EHIG, SRR —BOREE, REGIIREERCR, W SIOH HEHZE, W
SRR, (HIER R E %

(2) WA pH EXNERFR € A MR, TERMEIRTR T, TR G UK il
FR, GEM. EREEET, IREEBUK ARSI E BT . T BTMSE kbt &
VI, BAEKE pH (BN 4-5.

(3) H ke TR A I VR ) 1EAZ 156 43t e e Y VR ) e R 7K R IE EE D : 0 (BTMISED
v (LEE): v (EBT/K) =5: 75: 20, JKMEIFIEDN 24 /NN, pHAE N 4. BT BTMSE
FEGE IR AF A, AERFLAN AT D A T AR 4R =,  BRBR R A0 A2 JR N ()85 T 300s.

(4) 23 IEAC 51 Bk e - 56 2 AV RE R FLIN R T B G R i L2 %%
i VBT pH {EN 4, v (BTMSE): o (ZF): v (EEFI/K) =5: 75: 20 HIFCEL.
BEERRFE V3=2>10"mol/L. 2 A t,=5min. 4L IE] t;=30min. [E{LiRE £=130C.,
FEAZ I % T2 il 2% AR doe - 6 52 & MBONT 4 J B e B BV A L Tl b A B 2 1)
et

(5) ZFHIARE SERE L A FARE DA fe -5 SR AL FARE I EIS 3 B DL S Ah it 2k
R, REk-HE R B G A A A L, B AU SRS SR RMER, BT
T PO R DL R K PR RE DA B R PERE : 7E tafel AL HIZRIR R, Febe - 2k 5 A M5 1
PR JE T A A SERERE R ) 30%, AR At FEBE M AREGE I 2 f5 . Fde -8 26 5 A
JEE R 0-0.438V ,  AH EE Ttk e J Y J b FELGZ -0.541V A UK IR T

(6) T PR AU 5250 LA S SEM FLER 73 R WY, Akl -4 #h 525 JAH Bb T 2l e AT
TEUF B TE, RS U BE R A 5T 5 4 i 2 [ i, B vkl L/ 4 8 5 T 2 )
EEHREE, BRI ANTTEKOK, B T BRI SR IR IR AT, AT
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(7> ZLAMERE T LR XPS oy dfr ikl - 45 26 2 A R 45 M BEAT 04, INZLAMGTE
It KBS ShiB A bR RAE @R R AL 1 UL Si-O-Si oy LARIK RURBTI B, I
S&mE T AN . XPS /MR, BTG m R I AR B I TR R, T
HfEhe, BRI, R SI-O-Zr $71. Fkle- i 5 & BB I i —4E RIR IR =
MBS PedE AT, AR T e AR R B PEAL AR AT, SR ) 1A S A 22 1k ) 2
AEo X HEbe-H S R G ARAA T, SR GRS 1.,
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