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fE B A FPERE (k=2. 12, E=9. 1GPa) .

[0068]  TMSXT Fffil &It FE 40T BTk

[0069]  7F 44mol FIARMEEZVAME T 100ml (33vol%) [ NaOH /KA Z J& » # 12. 4mol FIFE
TG IR Y T 2R (TBAB) VAT I SRS AL 40 C IR 44 T, 8 BRI Y
B UURC B4 TR R IR ALY, HEAT IR TR A OS24 /NI, SR 5 6 22 3 B IR0 TR 2 9R Ak 0, AT
Hil 5 B A MG R B M EILRC R = AR R R VE AR T Frid il & 1 kb, R 5
) He A I N AL AR AL T, 76 90 C BT SRR AL IR, SR 5, I bk 5 v R RV AL 5], 1
5 = A R E ) SN AL . TS TH-NMR DG A BT 2 1 s R
AR B R R Pl G & R R RN R

[0070] [ &AL 2]

[0071]
[0067]
OH x_\0 /If
OH MBI o
- o 0 \/%
- NaOH, /K o
3 W TEEAB(TBAB), = N\
AR R

0\/_\

SiR,

SRS, S

0
NSy R OCH,
— B SR BE I (TMSXT)
[0072]  SEZHEH 1 20 iR R A AL IR 40K 22 FURB AR A H v JEE P 1 2% DA SRR PE 2 i
[0073] 1. il &4 iR R AT K 2 FLB AR A HL s R

9
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[0074] R HAIHMRHE Pk dias o] 1 il £ 1 3 01 BRA9 % 25mole% [ BTESE H 3L S84 MIAR 42 B
IR A& 2 i) 5 B MSXT BALA 28 &5 9K 2 AL RS A E BE RE, B ik
[0075]  KH 2.2 —1- 40k —2- PR (PMAD V& 7B 4 & 20wt iR SRR G
il % [ AE B 5 1 49 B R B L RV R, 1] 26 A 0T i B BV VR & 0vol%.20vo1%.40vol%
A1 60vo 1% [V ECFLITIE B TR G VT 1 BT VR A T e i A0 R B i i 28 W o s Pk
BE i Bt (R 55 3 [7 52 A 2500 pm, B [8] [f 58 A 30 FPo Sl £ 16 Vo R AT 40 SC b BH 1 A, 5 [
e FE R b
[0076] < #ALFE >
[0077] DL 3°C /min {38 45 il & RO AR 250°C, A5, 78 250 CHEAT B4k 2 /MR,
MR 2R 5 R4 6 R M. B, LRIFERE BN 300°C, Ff7E 300 °C#EAT [#]
A 2 /SIS, AT 36 e R B RN B FL TR s 2 S BA S BALGRIR B R AL 2 R R 51 NTUAL, FF Hs
SEFR I FEAL B RN . BG . INEVE 430°C J5, 78 430°C L&t 1 /N Huh BRI AR, 17 A 4
gk 2 AL R
[0078]  AFJriR #Hu kb T R FE T, 78 &I 5N 110.130°C L 150°C . 250 °C F1 430°C 43 H)
AT RAEALIE 1 8.2 B 10 8. IR BT s 1) BA R IIE N 5LPM (F+ / 438D, B
HE IR E N 100%.
[0079] 2. £ iR R AL FR (49K 22 LB AR F I I R 12 20y
[0080] (1) #75FE (n) FFLFZ (p)
[0081] KAHEABAWH K AN 632. 8nm B VGIEHE Filmetrics (F-20, Filmetrics, ARAT] ) Ml
ERGK Z LB M RIS R L), IRl s A REARFTHE 20 N UL E SR H
Frd 4t S22 0PI . 85, R LU &8 %% - 181824 (Lorentz—Lorenz” s) F7FEF, At
T i $r 2 E AL (p).

?102-1 2 -1

n
[0082] —‘ - o
n¢,2+2 1 p) n%+42

[0083]  n,: JJF L AT A

[0084]  n: Z LIRS 3

[0085] p: fLBZE

[0086]  (2) A1 HiFE %K

(00871 KHVPATNEEET - INNEr (Maxwel I-Garnett) FFET T H iR I s 23RE
[RIFLBR 2t S AR iZob A i B A A B (A Y KO

-1 k1
[0088] %ﬂ-(l-p = E

[0089]  k,: JE& BRI AT HLH 2L

[0090]  k: ZALAERIST HLE 2L

[0091]  p: fLBHZE

[0092] il %48 — ALk - 2 T4k (MIS) 2845, kI E 400K 2 FLE R R SEBR A sUE 2. 78
Frik MLS #8544 o, 1 B A8 A B BE IR AEAE N R S Il i) S FE B 20 1 Si- & i b, T R
S o AE [ Ak R A A RS B B A WA 9 A Imm LA FRAR 3, 1o FAE A9 s, 9F HO4 (In)

10
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Bt & e b b AR EAR . BRI D T g R AT In 1R 5 10 Ak P R e i, T R FH A HL R
P-100 GRFO fFEAEs. &)a, KA BB BN & (LCR meter) (Agilent, 4284A)
FEH IR LA IMHz 3022300 & I i 2% 1) MIS S84 1A H s 2

[0093]  (3) ALbw R

[0094]  JEITHKIEIR (MTS XP,MTS System 2] ) X360 S Bl 4% (48K £ FL IR 3
PEAE & (EDFIERTAE B (H) o T, K JRARE0 A2 — Bk BB /N B S B (1 Sk
ANV 1 wm DA (3R fe ) 5 e o A A ARl 52 1) 779255 9 L i 36 2 0 & 9 5 A L
BRI RE R B iR — o A, 0GR A e NI RS U S0k B Bh B, DU mT 78 Fe N8 P 1 4 il
TR A I INIREN , 10 3RAF MR TG B e R AN VREE N L B B A R i R T Be . 20
BERT 3R IR B AF 3R AR Clnm B 0. 3 1 ND, DMERTUE I R NEFEASZ52m . e N B 10
25 B A S BB PR PR BT R A, TR I 3 N sk D . M BTS2 BRI
JZ B 52 M AR 4R NIRRT, 38 B DR R N R FE 1T 21— 58 s 19388 4 B A
R 5T

[0095] (4 [&l44& NMR/FT-IR

[0096] X% H {& NMR (unity INOVA, Varinan) FlI FT-IR(Nicolet, Thermo Fisher
Scientific) , K4 Frid & A AL 3 IR X 2 AN B A R 7 F 4 Mg . JUIE, %
F #'S1-NMR 73 #7 2 T-k J5l 7 & R B AR ELAN I 745 MR L. BRI SR E5H0 2
MR H A B I o 3= B R 4T 70 38, DR A 0, 78 S1C0, ARG x {5 (x=0.1.2.3.4) ,

AKX AR QUTN DRI M LM . BR T PSi-NMR 2Z 4k, I8P R A PC-NMR 1 "H-NMR DA{g e
HER L 7 B 45

[0097] 5541, SR A FT-1R 43 #r DR3BS By 7= A8 0 5 560 10 52 W, 9 40 A 78 3% 2 950em ' &

1250cm " ({5 I S1-0-Si W BT AR AR AL, AT 40 A1 R SR A AL 38 5| S A MR 5o ) 4

o S FT-IR FG#A SRR T [ 44 NUR, {H 2 B BT R /e A T W5E , i m] 25 2 A 4
TR AL AR A

[0098]  ARIFEAHI TR AN AR L), Si-0-Si 24584 (bonding structure ) f43JEpl = Fh
GER) AR B EERE s UREE R 5 DL IR EE R o SEIR 4548 R T L 45 W e 1 iy LA (R L
PR AR TS 28 55— 77, AR A AL 4 /AT IR S5 04 B T AT TR A T 803 7+ 45
Faymin BA &P A R A S AU PERE . SR SNSRI = AN FT-TR St L B8, JFRH 2%
AR B AR AR AR RN LI 5 P ()42 1 o

[0099]  (5) fEWEH C/Si EE

[0100]  JIT X G40 H T BB A Bk Wi b i IR A A S P 3 AT B E . R
A EE BEERDGF (X FHEORE T BIREARTS, 2 MAEAB R DG, 18 I &3 O HL 1
BIReSE, AR B ROL TR 4 A8t 1Z4 5l FHra ik, ik, Wids
F PR 5T, AT HEAT ToE i AN T R R MK A . BT 08 &40 B B0 )5 R ek 5
M&, THHE C/Si &,

[0101] 3. RePE i s R

[0102] (1) RS RE LI G R

[0103]  <FT-IR Z#f >

[0104] 5 1 W IATEL B AR A 1) R AU AR B ARCER i 76 & MR B2 T 0 BT i il 4 B 5 A 9K 22 AL

11
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(RS L AT RS UAL R 10 238, B &R 2 110°C 1 130°C L 150°C . 250°C A1 430°C s
K] 3a A& 5 S AT AL DL R 5T — R P [ A0 AL 33 A IR I FT-1R A 045
Ho £ 250°C Al 430°C (IR T AT R A AL B A MR, d it 55 R AU RE T 77 AR —OH
A, HAE 3700cm™ % 3200cm 2245 BE AVEHE P HH I - OHUE LA J27E 955em ™ 22 830cm i [l 4
IR Si-0H W, - T-78 5 R AU R AR Si-CH 3 Si-OH BUAR, M4k —OH B[ . Xt m]
PAMAE 1273cm " tHIR A CH U BN UL ER , 5 40, nl BRI BE B I T i, Si-C i (890cm ™
% 740cm™) F1 Si—CH,0E (2950cm ™) T 20 BASSS .

[0105]  MFE 1250cm "% 950cm i Bl P9 HEBL A Si-0-Si W AR 4k v LLE H, bl 5 i JE Tt
B VT S R AR . XN T Si-CH 980, M7E 1023em IR Ak i
55, 3¢ H IR G AT I . & 3b & XT7E 950em ' 42 1280cm 'y il P HH B Si-0-Si U
A1 Si-CH W AR5 R o AR ZALA) 5 FRT TR AR DR /), 17T 28R 465 A (40 T ARRH R 25 44 1)
AR 3G N . R, AT 07E 250°C PA b B35 3T RAA A B 2B WAL (Si0,) .
[0106] < - OH W&k >

[0107]  f0 BFTR, #IA BIFE 250°C P 1 @i N 30T R A AL SR, &5 1 R R PERS N, i
Si-CH 28 152 B2 J- AR e i Si-OH 2EH . SR, 7E b BT FE 2 J5 78 FT-1R S (B 3a)
H I - OH Ak S A IS 4T B 22 3 NI — N R DR o 1] 4 2 7 &I AT R A AR R )
A HER T3 2. A 3a F 4a BT LLSAIA, BHT [ 40T F2 2 fo 5% B 19 —OH 22 [T i 45 4y
STERIEIN. 18 R AR AR R P AR A —OH [, W K PEAR /&7, TS 30T F R 2
Hm. PR, XHE 430°C#EAT RAALFR AR FE B/ H 3 NS AL 7, i 3 —OH £ [
ARG RN o

[0108] & 4b ZAF 430°C B R AL LLSAE 430°C o HIETT 2 /NIE R 6 /NI AR ) #h
R LAY FT-TIR DGilk o BT R7 B AL 38, —OH VRS A RN (H R 5 RE R
S AL TR B HEIE (R WA EL AL, Re R IAE M R AT A7AE A —OH B2 XA, R AE 430°CHY
T8RN Pk R AT SR A AR HE, ) LA A I 2 5 Y S1-CH, & A 4% S1-OH 2 I ERAR, 1 BX
AR —OH 2 AN REAE NI 1 28 S5 P A B R AR 40 6 IO, FH T 2 TR A2 BRI A% B —OH JE [ o
[0109] AR, 7£250°C LA ERIRJE T RAAL IR 20 B i 1 Si-CHy ™ AL SE0H, 1 T il 2
FLIE STOJEAHENR . SR, 75 4% R BH A F AR B 5T 1 MSQ SR BE 2 — Pk 10, (k=4) [1)—
AN 87 52 P BUAR B TR A U SRR Dy 2.7 BRDRE, d SR AR R DR R A AL FR R 2D, T2 A
SR EOE N, BeAk, AR AR R ) AR R S SL TR BE Y - OH R A 2 4 s 2aE i
[0110]  (2) REAALIEEE KL

[0111] <M REAIE D

[0112] 7R BI R A AN 1) I, AEA X PR Si-CH,id g2 1 250°C LA 1
TR SR SR AL PR o i ik AT B IR 3 ) A6 RN 150 °C 3#EAT RAAAL R, 1A
TR A I R A SR BEAT PO, 9 oK 42 52 B A A B 1) R ISR A R 40 32 SRR b 82 1) T
AIHERE R 150°C

[0113] K] 5 & HAEHE B 5K (MTMS-co-BTESE) 544, Jirid &5 4 (1) P A A i 22 < HH MTMS
FEAE ) Si-CH M1 Si-0CH 5« HH BTESE F= A1) Si-0Et FH AR — BER I R A2 1) Si-0H, H2
P FT-1R WLEZAE 150 C A H S AT 5 00 2 1) v M AT R 28 5 4 A PR %) 9 R 1) 465 4 A . (&
6a). 453AI LGN, & 150°C RA LT, Si-0CH, (2955cm ' & 2925¢m ') Al Si-0Et (650cm '

12
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% 750em ") WP/, T Si—OH (955¢m "4 830cm ™) U R Mgk /b o IR R IR ) EFF S8R
RS i, S1-OCH, M Si-0Et = 14 4% 4 pie Si-0H H:[A, IF 7RI R A 4a 6 [ L, AT
TERK Si-0-Si &5t XA LLEIA, 78 150°C RAALFE I, Si-0-Si WIS 5 2 MR &S
) (1063cm ™) o

[0114]  7E 250°C LA I [ 5 480 b F I 3ok P 28 03 1) S 1 —CH, 22 [ %4 48 b S1—OH 2 [ (1) J5 2 1 T
B S1-0-Si &5#4, SR AE 150°C BAR i R AL R i 3 H Si-0CH, A1 Si-O0Et 8 [F % # 5 Si-OH
FEF R MR Si-0-Si 454 . S (K] 6b, Wit S R I R A AR, SiJa [ 451
B RAEA . TR Si-CH, Bt R4 AL sk Si-0H ZE [, MIZE *°Si-NMR Y63 b HE B
QUE, Wl Ul, 78 Si-NVR Je it L DAL Bk Si-CHIEFBA 22152 m, 3+ H AT BLA
FT-TR AR A0 W22 3] —OCH, 2k 14 —OH J: A LA

[0115] < EALAIA R AL >

[0116] A RRHIECFL I A FA AR IR B A 200°C & 300°C, (R, 250 °C LA B4R A H AR 6 5
Joa 7 A g, i B BLRAR T AR R . O T BB AR B By 32 B 5 520, TR 3L
SV VRAS B SE Tt e U J  AE 5 1R JE SRl R AU AR B o Oy 1O DR 7 AR ) R AR 4T
b, DL BAH R 77 30, 78 AR 0 i 24 i SR gk AT SR A AL B /5 5 F 6 HLEAT Ak 2% 2]
150°C.

[0117] W& 7 & & B ORE T B LR ) 285 4 e AT et e = R A 2 ke e B BRI 38 7 O
NEMERR 4D A5 AR SR B8R 4 CAVLER ) R X 4o #% 5] AR5 H B9 EALAA T K
%) S1—OCHIf 4% 73 BUAE 2 BT 5 FF R A 40 KR A (nanohybridized). D), WIS 78 #4[H 4L
TP b S it R AR AR TR, DU BAL ) R IR S i S1-0H JE I BUAR, M-S 80 55 25 57 1) VR VA 1 18
e SR, 0 A8 o1 [ 4k 22w, HE R AR B (038 0 4 DR R4 32 B2, = A A DR
I R« BALAAE ™ AR T 2 iR R 25, PR AN R ™ A B AR A AL

[0118] &l 8a 7t T AF BT R M & A A2 450 B AL #EAT I FT-1IR A #r 45 R . 1E
100 °C H1 150 'C HBEAT R A AL R K 45 A2, 78 100°C LA B, B - OH U§ (3200cm ' %2

3600cm ") 11 Si—OH W (830cm ' & 955¢m '), fj Si—0CH3 W (2880cm ' & 2815¢em ') 4. If
H, B N HIBEAT, LA T Si-0-Si 4544« S T HER I 245 M (A8 AL, TR FH °Si-NMR 4347
K224k (B 8b)o M 7 &5 LA H, LRI A i B T- 4504, MIAR4E *°Si-NMR
(145 5, 7E ~40ppm £ —60ppm HBL T T2 T =AW, 7E 110°C DL 52 jE R AL EE R,

FEAE —OH 2 [ FHAE 8L 2 1) AR N, 17 R B TP 4544, 76 130°C A b S2 it R A AL HR I, 7=
A Q U, Q UG AR AR S I I BUAL R ) R s AR 2 1310 40 52 B R A 2, (R
A DLBAIA , 75 110°C it & A AL FRRT, A BRI 1 Si-0CH, AR S Si-0H BRAX, 1fij 5 2 i i
TRIAPERG N

[01191 (3D JERAIG A HoL e B 1) 2 o

[0120] < FrHFEFILLBRE >

[0121] &9 2 AE 110°C RAANER 1 4380 . 2 438 R 10 53-8 44K 22 FLEE I A P v JE2 p 7 5
FMALRRZE . ARELEREON, HT RN Si-0-S1 4544, -2 EALFR AL L
PRI, FEE SFLA S & DL 0vol%. 20vo1%.40vo 1% F1 60vo 1% H 77 238N, iX AL F ER,
Z BRI XN, TN 2 R I LB PR H T R A AR B B Si-0-Si
SERTT FEAR, LA S HH T R A4 P 5| S A6 A2 o o ) P 280 (—OMe) R 2% (-OEt) Vi 2k AT

13
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HIRAHT 5 22 AR o S5 A, Ab R (v AR 0, UIT 69 2R KR 3G n, {5 J& A5 AL PR S 2 43
PAE, R EAEREA . W2, BT R &R, [ R A A 2 8 R 5
JE T o

[0122] < HLBREERSE >

[0123] 5y 1 W42 PR SR A Ak 2R P I 1) 51 2 RO ATLbAG 2 2 1) A8 4k, T I 2B 2 0 AL 2 0 3
B LA R 10 43 B (4R A PR VR T S PR AR SR A o AR I 10 T KN, B R A AL IE R
) A 384 0, L IR 38 m o AU B B R B ke T R R A RS M ) S1-0-S1 4. B
S0 U, A A FE I T BOAL A AR A S1-OH BRAR, T 412 1o 22 o R0 B0AL A 22 1) 1) i S
I H R R 25 R, T TR Si-0-S1 S5 i 2 I s AUk .

[0124]  <FT-IR &>

[0125]  HE4E FT-IR ) 950cm ' & 1250cm " H I Si-0-Si 458 g 22 581, 5 IR %A H
O B S ER G R) BT 51 0 S50 AR AT A M. B 11 R SRR R G R AT S TR 45
TR b, BT 3 T AR L 3 3 R AR A SR A 25 40 IR 465 W R R 485 4 2 35 B 3R A3 ) THD A
LE R AN B 450 T AR 5 2o IR 2, BT /E 110°C &AL HE (R4 Si-0CH, Al
Si—0Bt, K ML B A ELFLF FT-1R LA *Si-NMR fr45 SN B, 75 T- Z548 o, BOZEAR AN
SAE TR RED. EREET Siof =M PLRE MRS RER 2. W
AL, BT Si-0H ZFRASME R, Ml Si-0-Si 5L .

[0126] &1 12 2 AR R 11 4531 () RRLDR 25 R A0 IR 405 1 R A8 Ak 29 591 Bk DA IR 485 R AR 80 TR 25
FAJFR) SR R 25 5 K AR X LB R B o AR, AT S1-0-Si £5 4 A IR 45 A RS8R
gER 2 (B 11, AE AR HE , ZEIR G5 FAE T IR 25 43 22 i s> (B 12D gl v, i
Tk SR AR EE (AT LR 5 PR P R A T AR A B IRIR 5 ) 1 B 4813 22 P 31 S

[0127]  <ArHUEED

[0128]  [&] 13 FIRAE 110°CRAELLIE 0 8h 1 28R 10 2 Bh R A B . BEE R
AR ER I TR 380, FH T LR A3 n, 1 A5 [R5 2 10 U S0 i, BE 5 B0FL R & B
B0, T e e T ORI B3N . % RN B A AR L, Bl R i LA 2
[¥) Si-0CH L, JF T 2 1) Si-0-Si 4544, PRk T BRI PEL. SR &, X TRE
RAAFRRME A FE R, A fE RO 2. 9, ZEEALIS BN 60vol% RIMH IR, A HLH B %
IGAE 2. 11 AT ok, 3T & RAAIE 10 280 FIARA R A, 78 80FL5715 250 60vol% [T
WU A RN 2. 51, 3T AR AL TR | 28 AR B, A B R 2. 30,

[0129] 1 AT ERIA R, i S AR B R AR, 78 250°C LA B RGEE T il & A3
AR H AR i A (S10,) , BLAR B A AR IR Y —OH 22 [ o 1% 4 ~OH 8 [ 2 (3 477 5 11
A1 B OE N, DR, S8 I 3 A 5 o R ERFL R 5 I R A R AR, I T AT DA o A £
FLFA SN T e KA R B RIS (110°C ) o S, ZEIR A 110°C, 3L A s 1) F 453
# —OH JEFIBUAR, H Si-0-Si ZHlidyE iR - B R BLIM Y 2 . 255900, o] DU & 15 2 1A
WS AR I B A B ORI = AU P2 TR AR A L, 7EBALARI 35 &0 60vo 1% B LT
I FRVERLE N 11, 25GPa, MM 1. 36GPa, LA A N 2. 30 BIPH .

[0130] &5 &, WRIEA KL B, 103 AF Hab 3 B P /E iR N SEfE A ALFR, AT R R R LA
AT P ARG A R BB AR A A R}, I B IR A 3R B A 2 R B T 77 A ) i
o TR 1 RNIEIT A R A AL FE ] %13 B 140K 2 LR A H AR (0 14 5 o AR AR R B

14
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AR A RN 2. 3 LR B PEBL & 106Pa A L FIBEEE M 1. 2GPa LA FE{E A H bt
B, HXFEAR A R MBS AT R TR — 4R 36nm 2% DA B (1) S AR I 1 A2 K T )

PEST o
[0131] [ % 1]
[0132]
21 k E(GPa) H(GPa)
28 A4 2.17 93 1.1
2R 110°C, 230 11.25 1.36
1 min
g2 as 110C, 251 14.21 1.71
10 min

(01331 Jrik A< B KU B A2 1 281 Sl BT %) B #4146, A 5 ] i s ) B AR R R
N2 T fifE FEAS B AR R WY A A ML SRR RS 00T, AT 25 5 BT e B H
W Bk, BRI, BIRSEHEPIRE £ 77 2B u ], JFA RG]
a1, LA — SRR (3 77 2 B ) 8 R 2t m] A BT St RIS BA o B T 2 B A
AR A LA A 77 SR

[0134]  WAZBUAPERE (1 22, A B 1Y V5 LA L ot 3 4 7R Y i i 3 AR S0 23R g i L e
o BN SR 1T SORVE T A K P L (RIS 2 51 Hh 4 AR S BRI 1 777 30, Bt di A
AR P B L

15
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SR A AAEBRBE IR 69 R A SR B B AL Y
B R R i ] IR R ~$100

O

W Pk i oI i BAE R T RIE IR ~$200

O

STE B E AR, HAPTE R Lk
A4k ~S300

U

U RARILG AR B R
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