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TEARS L, A—B LK ME SR T RIAE R/Si & Ph/R BRHE (IV) F1 (V), FHElE
P b 1152% (L ¥ #IRS 7=, R/Si 1.60, Ph/R45%, & 0.03% FEBRE), RSN
VD). ¥#ihe A—VD #TEGMREHFRER TR EFE.

1. &

HERERMAIEFS S @84, PhSi(OH), £ELFE mpl38—139°C,

2. PEHBEHHENE INER

(1) 1,1,5,5-PH%-1, 5-=H-3, 3-"¥E =8 (A) 41& #%500m! 2 63g
(0.42 mol) “—E”M 26.3 g (0.33 mol) MEET=0#d, & N, RPRIKKRHATT
2.5h NBHIMA 36g (0.167 mol) PhSi(OH),. ZEFAEZRFASEHH 4h, £N, T
g8, ARG ITNE X TR IR T 23 18, U5 144—160°C/0.3mmHg 7 & 36.3g,7= 3 49.2%,
TLENH: THE %, C:38.00; H;3.62; Cl:32.13, H#f{E %, C:39.50; H:4.00; Cl;
31.85, LESITRZETREAEREAKKE. (2) 1,1,5,5-F-1, 5-7&-3, 3-2K
E=pE®ES (B) Hl&  HEt [7] % 43g (0.33mol) “ZH”, 26.3g (0.33mol) mtreRk
500ml REFT=00fd, 0 EFET 1h NZES M 36g (0.167 mol) Ph,Si(OH),, F4k
BRI EZEASHE 120, BAE 45cc B 12h, £ N, T, BEERTRE.TE,
& 34.9 g HkmEdh, BEBRERMEBREBWERES 169—175°C/5 mmHg 34 g, F¥ 51%,
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EEESN: HEME 17.70%,54E 17.60%. (3)WIE ITRIER % R/Si 1.60 1 Ph/R
45% wEE. Wik Al43g (0.032mol) 5B9g (0.022 mol) Fi25ml FEES
Ba, EEEELTHEMNZ 100 ml KF1 15wl FES, K/ K EFHEZR 50°C kR
9h, {EIERMAKEEDM, ZZRENSIEHRMIE 17.1g, X 93%,

3. PREREMGERE Il &R

(1) FAERIB(RFF-DREK  # R/Si1.60F1 Ph/R 4 45% REEHE, ¥(—H)
15g (0.1 mol), (ZH)645g (0.5 mol), (—F)84.6g (0.4 mol) F1 (ZFK) 63.3¢g
(0.25 mol) 5150m! BRBEEHYFE, T 2h NEME 150 ml FZERFT 1000 m! K,
EEEHERITE 40°C, Bt 2h FBE RS EKBE ERKREDE, TR ZREXFESRIE
135g, P& I91.8%, (WA IHAER BWM5g (F-DRIEET 3ml 1, 2-Z“8LHKH,
ZIR THEHET 15 803N 3 g (—H)R 3 g bigiB &M, i 2 ZIH B antnesh AR,
SRIGTHEE] 130°C, B3 2 b, A 10 ml &5, BT HERM, KR BRI (—F)
112 g, RIZINRRIEI(—F )% 1.88 g (0.0126 mol), RIGAEVKKEHRIFZ I BEHE TR
10 ml 7KEMNE LR MERE B b, B3 1 h JFIWA Sml B, AAKGEZEH Y, REBREHE
B 58, FHE 1%,

4. PEEREHERIE I ek

&R R/Si 24150, Ph/R 25 39% iH&, (F-D B 255 BT 75ml B
#,B2RAE I DA 14.3g CH:SiI(OAc); ZERAESTMAER 2h, FBEIAEE 100
ml FZEAN 300 ml sKrp, 4E4R7E 70—80°C Hi 8k 2 h, ¥ E, Fok¥E 8 Ik, BEIRIE 31.8¢,
PHE 93%,

(- IR S BE-SEARESIT® Si—O0H &8 4% ,5 CHSI(OAC), K
RIGEERESEMN 0.25%, RUAK 4% BRECEAABECHEE—SI(0A),
H 6% HERERS CHSI(OAc), i, JEMIE NI WERESEN 4.1%.

5. XREEREHERRE IV e

&S RIS 245 1.50, Ph/R 39% 5, ¥(—F) 30g(0.2 mol), (ZH) 38.2
g (0.3 mol), (—&) 44.4g (0.11 mol), (=) 37.4g (0.15 mol) 5200 ml FHEREF
FNE) 600 ml ZKF 200 ml FZE, BEMRTR (FF-1) MBS KRR, BEIWIE73.28,
FEER 40%,

6. FEHREHRRIE V 8K

&g R/Si 29 1.60, Ph/R 24 45% &, HBERRH(—R . ZHM X))
ARA(—%K), UESHIE 1, ¥ (—F)22g (0.15mol), (ZH) 6.5g (0.05 mol),
(Z%)25.3g (0.1 mol) 5 60ml HZRIBEHY, EMPERTHIME 55 ml W, 55
ml FZEF 220 ml KBEW,BERE 3h BREKE, MASEAPKER, EEK oH
2% 14, 2k825EH 5 h, & 1LRR, ARHUKEE S &, BERREN, S2RE 288, X
90%.

7. A E AR R .

(1) @BertAl (GT) filE H0.2g WEEE T 200°C B &xHhHEE, ICRAHHIA
B A], SRR IA Rk B R R R AR R, () TEME (DT) WE H
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il s 1.5 40 2.5 3 3.5

R/Si = 1.6; Ph/R = 45%

¥ CH,Si(OAC), 4bE KRR
I o B e 1.52 39 6 1 3

R/Si=1.60; Ph/R = 45%

B R R EIKRS 5 ’
v SN g 1.52 39 | ss 8 14
B ZH IR GRS
v nnEae 1.52 44 >600 >64 | >126
v LR HIEE 1252° ik, & 2o 75 1.60 45 2.5 40 9

*RIE IV R B R I AR F ER TR AN, MATHSZZ Zo®, fRisRELE R
CH, Ph Ph

| | |
2—3min/200°C #@; LU, LI, V ERB#ERMY —Si—0H, IV 1 VI 4 Si—OH f —Si—OH,
| | |
Ph

9. fEF M=
WRIEELEABELT, TEERRE, ICRHIERNEL. #iE I-UI £/ MAE
IR A BRI, RS IV—VI RILCHL&K,

R 5 0@
MFE 1AW, ZFREEEREHE MR -0 EAERERER BHENKN R/ST K
Ph/R F/KMBERAFEFERE S mRIENEAERENORENY L. Kt I?EWHE Il



5 1 %&%7&% $§Eﬁ§ﬁﬁé&ﬁﬁ%ﬁﬁ‘*ﬁk&l&ﬁﬁ% 329

I Bk RRAR S BN EREMIEE /e, BAEARWEE 1 1 1 &,
MPABL R/SI F1 Ph/R EERMEE, ELEGHIE R/Si 24 1.60, Ph/R 25 45%, N
HUBEMIBEXREKRYL R/Si 24 1.70, Ph/R 4 50%, XESRNSBEREHREER, R
- RIS RT AL W MIELRAR. B—FHHE,ER (—H) 5 CHSi(OAc), 4
BENAFEEREEEFEEERES BN VR EERELRE, FEXREIKE I £4]
ZERDfE Aok 8 RIHBE SiOAc REEKMERR SiOH, EBE s SiOAc BB
0-15%_. HHERIREE SiOAc W II B (LN, ¥xItbiifg VI thin AtHMT#ifg 1L
SiOAc Ak 0.3% iy CH,SI(OAC), R 0.3% HOAc, BRI MM GT %200°C X 35 min
ikl 1T GT 2§ 200°C X 6 min, {%BAMAE O E{kth, TERFEAFEEREESS,
ARG T HREHE SOAc M,

&E!ft‘fi_t%,——ﬂ%mﬂ'é‘ R/Si F1 Ph/R fE#E, BB, LR 11 VI, FE
#HEF R/Si F1 Ph/R, fiH VIEFH(CE)ARELT(—XK)ES, B4 PhSi(OH), 1%
YZELL PhSi(OH), BEE,{EMIE I ELEEMNRE VI IR, BNt IMVERE
BAR, WEFRBERESE(—E) . (ZHE)fM(ZF), Wi 149 R/S fI Ph/R EEHELH
HEVW,_I;%”I%IEIRJEEIEF% P L, XS I R E R e A E S E
CEREE. ‘

EMEE 1T AEEEF' HE(— EF‘)'*‘J’FR]‘H RS54, K SRR N A sk , SR b A R AR o
EEN L, 2-“R&HR(NMEER e =107, BP =84°C) RE_EH K (¢ =9, BP =
34°C),

ERARERPANLEEAZEOMIBHARHI“ BH"AR, TMIEV L 150°CcX126h
MEUG, 1 150°C R, B/ AT,

LREARE I-1I EEHARNRESR, Eﬂﬁ?ﬁﬂ?ﬁié JXIEEE:.FEEEE%EYE
MRS

Rz, AR EEREAIRENIER DIUEABGE R B TR R R e —, B E
MZEEHEEZR, MEMRIEE WFAEREUNEAFIEENF (WEERER)DVES
mt— PR,

Bl H—#BYATEEALUESZEE, NESNBRERRAZ ) BS T H R B,

g2 % X M
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SYNTHESIS OF METHYLSILANOL-TERMINATED SILICONE
RESINS AND THEIR THERMOSETTING PROPERTIES

ZHANG Rongben, BEI Jianzhong, CHEN Bushi and YE Limei
(Institute of Chemistey, Academia Sinica, Beijing) (Zhong Shan University, Guangzhou)

ABSTRACT

1, 1, 5, 5-tetrachloro-1, 5-dimethyl-3, 3-diphenyltrisiloxane(A) and 1,1, 5, 5-tetrame-
thyl-1, 5-dichloro-3, 3-diphenyltrisiloxane(B) Were obtained by the reactions of methylt-
richlorosilane and dimethyldichlorosilane with diphenyldichlorosilane, respectively. The
wholly methylsilanol-terminated silicone resin(I) was prepared from (A) and (B) in
proper proportion. Also, two another kinds of methylsilanol-terminated silicone resins
(IT) and (IIT) were produced by the reactions of methyltrichlorosilane and methyltria-
cetoxyisilane, respectively, with the phenylsilanolterminated silicone resins prepared by
the usual cohydrolysis method. The methylsilanol-terminated silicone resins(I, II, III)
can be cured more than two times faster than the phenylsilanol-terminated silicone resins
prepared by the usual cohydrolysis method.





