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A 4 I ) FH /0 B 1 DY Sk R 35 A 5 1m0 T P R I TR T AR AT L e, KA 8 1 [ A
BHE FIRERIE2-31K, 15 2 4l 4 1 EE 2478 i 58 5 Y9 PVPDMS-M.
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[0043] AR BHMIAE i SR A - A B T E A B i SR, o L 5 N BT PSHURE R DI iE
IR 585 W) 3= BEPVPDMS H , #4500 — b 25 418 25 22 I VAR o 2R 5 20 o L i P AR R s SR & )
JES TS 2 AT e g 87 P Y o 2R R A R I HE Y g 8 M o R B AARMERT YR e T IR FE VG (A T=
Ti~Tu) A105°C , 7EIR b AR DX 8], 43 30 3 ot ARE DA B ) 20 A 0 o e 784 1) A R RN S0
2R o PVPDMS-M: Tg1 N 21-25°C , Te2 N57-77°C , TiN186-218°C, A T (Ti—Tg2) N123-156°C , #£
W En TR X 8], JE R T 3 S AAH o TR in R A e 45 00 B B TR Bl B bl T~ SBS#A B 14
AR P A O S B A
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[0044]  PEI1 (a) it & B ARME 'H NMRI P R U U1 )

[0045] &1 (b) ¥ & B AAM . = EEPVPDMS 5 483 14 ) 7 i 5 & #0PVPDMS3 . 5k-MF'H NMR
T L SV A7 U

[0046] &2 )93 i B M . PVPDMS3 . 5k—M7E THF VA Y B S AN IS Horbr, (a) 9IRS, B4k
M, (b) PVPDMS3. 5k—M.

[0047] P& 390 & BEARMA i Y6 A B B2 (a) 155°C (b) 170°C, (c) 180°C, (d) 190°C, (e)
202°C, () 210°C, Hr, Bl 7 WA B AKIR R () < (b) « (o) , Bl T 5 I B K IRR
. (e ()

[0048] |44V it 2R A WPVPDMS-ME W M B s (@) FHIR160°C, (b) N172°C.

[0049] P& 5 0¥ s 5 5 WU PVPDMS M P $20 T A AN ) TSR A3 501 Al o6 HE

[0050] &6 9 ¥ it BEAAM . 3 57 B8 A P VPDMS 3 . 5k—MPYT Y ik 2R A 15 25 A1 56 HE BT I 1 4 o 1R
Fo

[0051] |7 ¥ i HEARMIFIDSCHE 28

[0052] I8 )9k it BB & WIPVPDMS-MAI DSCHl 28 (— R FHE -

1= RYSSN S

[0053] DL &5 A H A S it 451 0t A e B flgdk — 25 U B

[0054]  sizjififsil1

[0055]  EE—2, & B i EEAARM

[0056]  1.1) & Bt F2 R K R £ EAZo—0H

[0057]  #E500mLA HEMH , IS & 36 F R 241 (10g,0.0605mol) , 25 85 ¥ 7K 30mL Ak &5
fR30mL (FiRE 2 120mL) , FiFE RIR G B8, HHE T0CRIvKi K W AHIR AN (5. 15g,
0.075mol) ¥4 fift 22 30mL KT 25 5 /K, i N 22 o 1 ok 36 R AN X 28 2K R R L R TR VR A5 A
R AR RIBETETE , TR I W N 5E 5, AR S A [ N.30m i n o 7E500mLIGE AR H1 I AR
M (6.84g,0.073mol) ,NaOH (7.2g,0.18mol) FEE 7K 20mL , B T-0°CHrIvkig , 18458 ¥ b
IR IR R R P AR SR A E R N SE R R, 4k P R NV 60min . RN 45 R, R
IS4 5 % ¥ B BRER L , BR b 22 pH =5, 7= A2 K B 1 3 (oo [ 4k o i, FH 28R /K P %2 -3,
75 2P [ A T 2 485 5, 19 380 38 €8 K Az o—OH.

[0058]  1.2) &Rk [E] % H)a

[0059]  ¥g Xt ¥R IE K HIR (8.6g,0.06mol) ¥ fif 7E40mL A — & e Al AmLIL, i Frt VR 45 5 57
H 10— — MRS (10.1g,0.05mol) T IRZE M INE LR TR AR R nse )5, 1]
TSN 6h o [N 28 RS U3 s Ji@ 26 B 250 711, 4445 31 I VRS 0 BN R S AR R HC T /K W R
I - ShUEAS B 774, K E50 C IR KIGERL  2-3 1%, T, IO BE E 45, 19 31
R i Aka.

[0060]  1.3) & Rk [A] =4

[0061] K [E] 7#Ja (5g,0.016mol) Vi £S0C12 (5.7g,0.048mol) H1, 60 C INFA M2 10h.,
RN SEEE J5 e YR 7 1R e B R I B SOC1 2, 15 B3R 3 i A4 D

[0062]  1.4) & RV & HARM
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[0063]  ¥fAzo—OH (4.3g,0.016mol) Y& fi# £ 50mL A CHoC 1o AN 3mLIH i VR A v 7 e, K v )
P (5.17g,0.016mol) T %R 18 I E LR IR AR R W Inse 5, I a1 3
6h o S 8 45 PR 9 JE 78 B 25V 71 TR AR A (BN R 2 R RBE ITHC L /K 8 W A IR A It 482 - el i
S Y0, Fl KBS0 CIRKIE UM K 2-31%, Mt T 5 , I BE E 455 , 15 3 3 (00 KM,
[0064] 0, A R G BARVPDMS

[0065] & Rl ZR A B AR VPDMS

[0066]  7E /K AR SIRY T K88 (52.6g,2. 16mol) I 28 1000mL ) PU A
R o o 76 TE S S VRO S In N 4= 205 (100g,0.72mol) , 553 /b & () 4-G K 205, I
NHRE 5 R X B B T0°C ok A, gk i i — FF B SR e i i se e 5 IR T s 2
65°C [ )R 90min .o 2 I 58 HE I , 4 e S vA H 22 2508 0 S ST SN B 5B — AN e K TR
AR = OB R e S RERE (67.7g,0.72mol) A4S N2 IR I [ B
S N 58 J5 SR R N 120 [ B e B S S B TR A SRR A IR HLZ S K34, R
J& FHTG /KBBR8 JEp St e, K 45 20 1) e 28 Bk 253 7R THE AN 2Tk, Fl R ) A J2 AT (0 5 v
BT or B2l , ULIE QUGN B I o 4 0 A 4l A0 43 30 1 7= P A A5 458 B T 4550 5 D 7%
TR, A4 ek R ZE TR IR PRI ON B T SR BRI P b v PR 3h S R 8 1 1 B AR I R
BAfKVPDMS.

[0067] =3, & MSi-HINAEAL 3 &4 3 5EPVPDMS

[0068]  FE/K LA A AR FEM  RAEE S TR ST, LR RIE A, LA
Sec—BuLifE 51K, 51 K FBARVPDMS I 5. & [ B o 75 28 & Fh AR R In N 20mL 2%, 5] & 5]
Sec—BuLi (0.3483mol * L™',0.36mLA10.62mL) FIVPDMSHL{A (1g,0.0062mol) , 5 N i OHHE
5 PR B €0, . 25 °C R SO M Bh, IR il (1) 5 TR B8 1 S o o S 7 5 YR DT JE T4 00mL g
o, I, 45 3 ) [ Aok R T4 48 5L, 15 8IS 1-HIh AL 38 & 355 PVPDMS . B &Y 4y 1
2 94.6kg * mol '8 .3kg * mol ™', T EAAMIEES HIN1 . 11401.09,

[0069] DU, & R MR BN F M BE AL VR i SR S 4

[0070] & R VR it 36 A ) PVPDMS-M

[0071]  TET/AKEA EKARY T FEMP , KHPVPDMS4. 6k FIPVPDMS8. 3k (200mg,
1.21mmol Si-H) MIAZI100mL U A o BRI & B AAM (0. 58g,1.33mmol C=C) 52
30mLIC/K To A A #E 5 ) FR 2R ARG 35005 NI IR B 22 B0f T 0430 - Brke ik
I CBT B R B R fee AL R A T ORIV, IR N2 %) 5 B RSN B T
BRI, 45 Cia R RN T2h o [N RS 5 YO JiE 28 BRI R K e R b B T DY A
IR MR » P YV HH 3 0 LT T AR ATt e i, K 15 B [ AR B 5 B A 230k, 159 2146
T [ A TRk o B S UPVPDMS A . 6k—MATPVPDMSS . 3k—M. 34 s B8 & i3 40 8 919 . 2kg @
mol 'A132.6kg * mol L, 4 FEAAIEHCNL . 30811 .39 Wi S A=A T A B L #1 A
BB AR IS , 73 B N R A B AR M B IR AR IR FE T 21 CRI25°C , (Il E 7R
i EU Te2 N60°CF162°C .

[0072]  VAC 50 00 it P ARV VAR o5 5665 0 110 DU S0k ol 0 Y R P55 b s U (6W) ARV 7
3 L RS AN [R] PRI B ) o A9 ot 7 SR A0 BRI e 134T SR A 1A I

[0073] Y& i S A B 300 4 SR A5 D I SRR s PR 3o iy A 6 RN AL I D' 2 s I %%, T
B EE 2 N2°C /min. o
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[0074] 43 BFREL5—10mg 1V i BEAARMANPVPDMS-Midk A7 DSC T £ (170 52 , K 5 (1) W 5 7R RS,
PREE N BEAT , THE IR JRLI% 5 41 920°C © min ' A HXPVPDMS-MA) — vk FHi ih 210 S B a4k,
AR FE (Tt FNTg2) ARt A 2% 170 [F) PR AR B (To) , Y AR PSS Rl A T=T T2 ; P HUK
A BAR — IR THIR 5 — IR P Rl 28 R R AR (T) I S UL (T1) 5 A T=Ti~Tus

[0075]  [&I1 (a) it BAPARME 'H NMR 1% ] R s ) g, TR o

[0076]  M:'H NMR (400MHz,CDC13) 88.26 (dd,J=20.4,8.4Hz,4H,Ar-H) ,8.07 (d,J=8.6Hz,
2H,Ar-H) ,7.98(d,J=8.3Hz,2H,Ar-H) ,7.43(d,J=8.6Hz,2H,Ar-H) ,7.34-7.28 (m, 2H, Ar—
H) ,5.84(dd,J=17.0,10.3Hz,CHs=CH-) ,5.00 (dd, J=24.3,13.7Hz,2H,CH=CH-) ,4.45
(q,J=7.1Hz,-CO0CH2CHs-) ,2.63 (t,J=7.5Hz, 2H,-CH2C00-) ,2.08 (d,J=6.9Hz , 2H,CHo=
CH-CHz2-) ,1.89-1.73 (m, 2H,-CH2CH2C00-) ,1.43 (dd,J=26.4,19.2Hz,13H,10H in alkane
chain and-COOCH:CHs) .

[0077] &1 (b) A3 BAAM = BEPVPDMS 5 5 3 A 0 PVPDMS M 'H - NMRE [ % Lt , 2 B
S (8 G [ 1 B RM R Sh A 3] 7 PVPDMS TR A 55, IR I & iR 7 & 1B E R JE )
HE R Y s 3R G WIPVPDMS Mo FH P 2] 01« Y30 it B AARMOFH K s 2R 45 U PVPDMS -MAE 5 41 ' B T
BRI B8 A 25 A8 BRI S S 440, B Sl R A2 o PI 3m JR0 < VAR i S AR M AR i T X i) S22
LT BH S B A SR RS2 SN o Fh TR A T 5 0T i (7 2R 7R ot 3R 5 0PV PDMS-MEL A5 BH S22 1)
T e 2R, ELAG TR 1 o E P 6 0T R0 < AR A A RV SR DT R T s B A e e SR A P
AT A B ARM 2 I 1 H 3T A A 1 1) F AR 1) 5% A8 Ton o 18] HIPVPDMS-MAEDSC H 28 H 2 3
TR A B S 1) 5 B A 7 AR R P T R T2 S 37 5 i MR PS5 T o EH P 5 R0 ] 8 AT 601 : PVPDMS-ME A i A
Iy B EER

[0078]  SLjitifsl2:

[0079]  ZE—, & Rl Al B RM

[0080]  1.1) & EiX) 2 3EMH B K H R 4 liEAzo—OH

[0081]  7E500mL et Hh , I 2 FE R 2. B (15g,0.0908mol) , 2% & 17K 45mL AT £
FE4AbmL (MR 2 150mL) , i HE 2R S5, B HE T0CHKB T 4 W (7.7g,
0.113mol) ¥R 2 45mLIK 22 B T /K, i 0 28 ol () R 28 I AN X 20228 2K H IR 2 s 1P VR A 1
R R RGBTSR CO I T N 58 S5 » 4R 230 4 S M. 45m i n o 7E500mL e AR H AR
%y (10.3g,0.110mol) ,NaOH (10.8g,0.27mol) A2 5 F7K30mL, B T0°C A vKIE T , 1815 ¥ in
IR BB R R AR TR T R, I SE R R, AR SR SO 90mi n o S B4 R
JSE ) FHS 06 1 Eh BRI AL, , B Ak ZEpH="5 , ;= A= KB 1 o e [ 4k o i, FH 28 1R /K e 231K, s
15 B ] 44 FH 2 I 22 45 i, 49 31 38 €8 R Azo—OH.

[0082]  1.2) &R A 7= H)a

[0083] Mg XhER LR PR (17.3g,0. 13mol) ¥ fif 75 75mL 1) — G H bt F18mLALk E (1) B & ¥ 57
B 10—+ EEAR (20.2¢,0. Imol) T IR EE M INE EiRMIR &4 &b nse a0l
TN Oh o Jiz 8 28 R i ol Jié 25 i 228 551 K45 B RR A M (RN R B AR BRI HC L /K VA T HH IR
AR A IE AT B =4, R E50 Cla /K IE Wkl = 2-3 0k, B, I L BE B 45, 15 31 5
R ke

[0084]  1.3) &Rk E] F=Hb

[0085] ¥ E] P=¥a (5g,0.016mol) ¥ fi# 2S0C12 (5.7g,0.048mol) A1, 70°C N# 2 Wi 8h.

10
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SN 5E B i 5 JE s e 25 1R B BRI R I SOC 2, 43 9% B LA b

[0086]  1.4) & B BAAAM

[0087]  ¥fAzo—OH (6.5g,0.024mol) Y& fi# 7E 75mL A CHoC 1o AN SmLIH B i VR A v 70 e, K )
F=Hb (7.8g,0.024mol) T IR LZ IS N E _LIRFIR AR R S IN5E G, I a3 [ M.9h.
SN 45 PRI 3 THE 75 Bk 5V 71 5 4 T8 A A 18N K B A T HC L /K ¥ R R R A s 487 - el e 75 2
FLP=9 , R 850 CH/AKIE TN K 2-30, T )5 , IV BE 45 i , 15 213 () KM,

[0088] &, & & HARVPDMS

[0089] TET/K AR SRY N, BEE (52.6g,2. 16mol) JIFIT 451 1000mL A PY &
R e o 76 TE S T VO S In N 4= 205 (100g,0.72mol) , 553 /b & () 4-G K 205, I
NHRE 5] R X B B T-0°C ok A, gk i i — FF B ERE e i se e 5 IR T s &2
65 °C [E]37 [ R 90min o [ N 58 BE I , 44 I N ¥4 #1235 05 o B IRONETR SN B 5 — AN e K A
AR E = ORI, SR e R SRR (67.7g,0.72mo 1) 2218 N 2 Ll 1) s B i
W, 3 I 58 JE R N 1 2h S B SE R R KR A0 F TR AR, UER B HLJZ , /K BE3-40%, SR
J& TG /K B R B i , 45 2] 04 8 VR e 228 B 25 71 THE A 2 TE , T80 42 ) AR 2 T 1) 7 9
BT or B2l , ULIE QUGN B TT 7 o 4 A 4l A0 43 30 1 7= P A A5 458 B T 455 h 5 U 7%
TR, A4 ek R ZE TR IR PR NN B T R BRI P b v PR 3h S R R 1 1 B AR I R
BAARVPDMS

[0090] 45 =4, & RSi-HIAEAL B &4 BEPVPDMS

[0091]  FE/K LA R AR B FEM YRGS RS0, DR G, LA
Sec—BuLifE R 51K, 51 K& BARVPDMS 1 5. & [ M. o 7F 5 A A AR I 20mL 2, 51 K 55
Sec—BuLi (0.3845mo0l * L™',0.59mL) FIVPDMSE#LA (0.5g,0.0031mol) , S5z N I WL AR A8
B0, 25°C T [ BE5h, I0NKE H1 1 5 PR 2 1 S o 4 2 I VA TR U IS T 400mL [ FR I o, iy
V8, S B B AR R TR R EE , B RIS -HIh e LI & FHEPVPDMS R EMEII T8 R
2.2kg e mol L, A T EATEE N 1T,

[0092]  ZEPULS, & R BB R F M BE B VR b SR 4

[0093]  FET/KTER ARSI FHIFEFF , KPVPDMS2. 2k (200mg, 1.21mmol Si-H) JIA
2 100mL 22 EF AR o FREGHR & FAAM (1. 0g, 2.42mmol C=C) & #E 2 50mL TG /K Jo E AL F Jim 1Y F
ARG SE  MANE) E IR 0 2SO S 04T = WA AR (BT FH 8 R TR £ 7R
file T W R, TREIREN2%) » 51 R EEINEUR N A TF-E 56 B, 50 °C i
JRL60h o S 25 B S5, 951 Jié 2 I B V5 711) 468 s ) FH 20 8 PRy WU Sk el ¥ A » 1) Y VR HR i 2
Tk A ] R T ), 9 B £ 2 1 ]k B R R AE2- 3K, £ B Al v 0 B RV SR A
PVPDMS-M. V&t T AW 80350 7y T RN 11.8kg * mol ™, i TR A RN . 42. 1% R AW
FEAE T WO B BRI, 4y NN RS R A N B A A IR T R
24°C , MEE i R B Te2 57 °C s

[0094]  Sjitifs13

[0095]  ZE—2, & Rt Al B ARM

[0096]  1.1) & EX 2 3B B K H R 4 liEAzo—OH

[0097]  FE500mLAI B, IN I FE B R 2.1 (20g,0.121mol) , 2% B ¥ 7K 60mL Ak £ iR
60mL (W BE 2 200mL) , i B IR G S K HE TOCH K+ K W9y (11.6g,

11
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0.170mol) ¥ i 22 60mLI¥ 22 BS /K, i 0 28 s () R 288 1 A 202 2K H R 4 s 1) VR A
R R RB TG T R I N 5E S, AR S P SR 60mi n o FE500mL AR H I AR
My (15.5g,0.165mol) ,NaOH (16.2g,0.405mol) A3 B T-7K45mL, B T-0°CHIVKIGH , 1518
I0 S () BRI, TR P AR B A N e RS AR S R S R 120min. R MRS
S5 % () SRR R AL , BR AL B pH =5, 7= A2 K1 1) 3 €00 [T 4R o Sihi , FH 28 /K Bk 2-31K,
V15 B ] 440 FH 2l B 465 4, 79 31 3% 20k R Azo—OH.

[0098]  1.2) &R Al 7= ¥)a

[0099] KX FRILIK R (34.5g,0.25mol) ¥ fifE 150mL I — 5 HF 5t A1 16mLIEL B [V 6 VS
A 10— —MEBES (40.5¢,0.2mol) FEEZEHINE LRINRA R R+ MiNEE,
IRFAE] I BN 1 2h o [N 485 R 9ok R Jié 7% Bk 253 711 5 115 2 IR S BN K 2/ BRI HCT K
VW R R AL T L RS B A, KRS0 CR KIS Ter P2 2-3 1K , LT, $h 2 5 L 45
i - 192 A @ IR e

[0100]  1.3) & E b

[0101] ¥ a] = ¥a (5g,0.016mol) ¥ fi# 2 S0C12 (5.7g,0.048mol) F1,80°C # 2 Wi 6h.
SN 5EEE i, 8 ek R 7 TR 2 B i ke 5 [ SOC 2, 75 213K 3 AR b o

[0102]  1.4) & BB BAAARM

[0103]  :¥fAzo—OH (8.6g,0.032mol) V& f#E#E 100mL A CHaC 1o AN6mLI i ) Y & I8 77 v , K o 1]
F=¥)b (10.3g,0.032mol) T Z IR MW N E L KR G4& R N se 5 » el i B
12h o [N 45 oR S ol e 725 B 2538 571 4 0 AR ) BN R B B AT HC 1 /KA R R PR AL I AR i
RV, Fl KRS0 Cf /KB UM R2-310, BT )5 , I B L 45 4, 75 31 38 (08 R M
[0104] B, &R & HARVPDMS

[0105]  FET/K AR A ST N, BEE (52.6g,2. 16mol) JIAFI T4/ 1000mL A PY &
i PP o 215 VRO S R I N 4-58 2.45 (100g,0.72mo1) , SE3 I/ & 4-5 K 20, N
N 51 A% N Lo B T0°CRIVKIGH , gk g in — IR &b i e B s  IREA & 2
65 °C [E]37 [ R 90min .« [ N 58 BE I , 44 I ¥4 #1235 05 o B IRONETR SN B 5 — AN e K B
AR E = ORI, SR e R SRR (67.7g,0.72mo 1) 2218 N & Ll 1) s B i
W, 3 I 58 JE R N 1 2h S B SE R R KR A0 F L TR AR, UER B HLJZ , /K BE3-40%, SR
J& TG /K B R BT , 45 2] 00 8 VR e 228 B 255 71 THE A 2T, 380 42 ) A 2 T 1) 7 9
BEAT > B AL, DLIE Okt o R T 71 o F ik A 4 A0 753 201 7= 47 FH A4 8 1 155 h i el 2%
TR S P98 e Z& AR IR P2 NN 21 T JR R () B be v 0 b i ShUs ek R 2808 , 19 B 4l (1) 2R A
BAARVPDMS

[0106] =2, & MSi-HINAEAL 3 -S4 3 5EPVPDMS

[0107]  #E/AKEA A RSB FEM Y RAEE S RS0 77, DR G, LA
Sec—BuLifE 51K, 51 K FARVPDMS I 5. & [ B o 78 28 & i Fh AR IR In N 20mL 2%, 5] & 5]
Sec—BuLi (0.498mol ¢ L™',0.57mL) FIVPDMS #.44k (1g,0.0062mol) , Jz W V5 T A7 B A
. 25°C N SI5h, JITNHE il 19 57 PR I 56 1k s I o 4 J 87 3 YR U Jse 14 00mL ) FR B2 1€
15 2 ) [ Aok R T 2 fEE , S 2ISi-HI gL R & E5EPVPDMS . R EWE 70 T &N
3.5kg * mol ™!, 7 FEAGTEECNL. 07,

[0108]  ZEPUL, & R & BB R F M BE B VR b SR &4

12
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[0109]  FETC/KTEEA AR FHFERH , KPVPDMS3. 5k (200mg, 1.21mmol Si-H) JoA
FI100mL 22 HH A o PR B 5 B 4AM (0.58g, 1. 33mmol C=C) ¥ M4 25 30mL Te /K T AA Ab B 5 1)
H2E R IRA I EIG I B R 6 2 S0 % 43 R ke (40 77 (B F B R 3R 4 571
BIRT W RSO, TREIRE N2%) » 5 RSN B N TFEF6 R U, 60 °C g
JNA8N o [N 45 TR, U0 JiE 25 M B v 771 W e IS4 F /0 8 14 DY e 5 A » T Y90 ¥ o
O [ AR HT H, I B A5 B E A S ER B E2-31K , 15 B 4l i B R R A
PVPDMS3 . 5k—M. ¥ it R B V%3 4> 7/ N 13.8kg * mol ', /3 TR A TEECN . 30. % M R
HEWFEAE T WO B A A BRI o BN R A R AR B R AR AR R
Ter H25°C , MR F B T HTTC o

13
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