32 RNERE |

2009 4F, 4537 %, 459 W

B - XV EBETRE G &FKEMEEHBEKAE /SO,
Ze L KR H & A

REE F2E KEH FHRL

(P b Tk R B B LS R L P 710129)

St

( TR PR W] 2 LA BRSEE A W], K 110043)

WE RAAMN - AR F R A AL B WA NG (PF) 69 21k & A EREBR T 85 ( TEOS) 49 /K i 45 & R & Rl i
ATH & T RIEM PR/SIO, e UM, Lot kiAo R w5 ot AW, EAN - AR FRAITRY, S0, 4£F 5

PF AR R s A AU AL F W & 254, SF B2 IL T A AL R AL 7 A8 1] 09 5% R 2k A

R Z 738 F R BT & A

A EATARATT AR . AR TS AN, A aRERNIRES, RRELTHLEAEE,

KER AR KEMBEME R YRR

KA B T Wi ( PF) R LA Bk B0 1 ) %o
TG e, IFREAR A ™ A . B R T AR 4 %
SRR, 38 T AR J2 F AR SRS 7] B A e BB i R K
FLA SR TH AR (48 B R B B R 2 MO R R ) B
AR A I - R LA S
KUEPE PF A, AT LAHIAS A B — JCHL 224k M RE, K
MR K PF I Ty 24 e ae St bk, #E 3
I, HF 58N BLAE PF/Si0, 2 Ak b BEE il 25 JB 25 44
RESEMT 7T 5 i O 2 U T = A b " o Hl R
FHVR I — %8 e ) 45 19 PR/ Si0, 24 b4 R T2 % 02 78
PR 1 25 A T S8 L, AR A 7R I & A T il %5 PR/
Si0, Z2 e ARl A H3E . PR L, BB TE B 4 Ak % 1
TR AL - TCHLIFE 2R A il & PF/Si0, 244k 41
B PF SRR A I SI0, AT 9K AR K fift 45 4 ) 26 1k
17, B CH 2R N 2%, KOR 1 H Y el
1 ZwEks
1.1 =R

R S HT A, REETT AR N X R R AR s

HE: fb244l, 36% ~37% , V5 2k

IEREFR ZBR( TEOS) : 43 Bréli, KR % Bk 1k
AT B2 A

VA = 2 R B B KH - 550, fb 2% 46, /e
ST IR TABRA
1.2 E&MNE K&

fHEST AR 2T AF O3 ( FTIR) {: WQF - 310
IS e ot Y& 7 I

WE M TG) 1X: Q50 AU, £ [E TA /A F;

ZER A R DSC) {%: Q2910 AU, SE[E TA 2
GiR

7 B ( SEM) : JSM - 6360LV %Y, [
ARt

R AL

R - Bk

Kz PF/SIO, 26 A 89 & %,
P il Y R EIA 500 mL (9 = DB, %
RS =1 1. 2( PRy a2 ) B9 gl A H
PV WL JE MG 1 AL . B — 2 B TEOS 7% 1#
ARAE BRI A BE AR g £ 30 min 5 IIA = H A2
i, 76 50°CF Bi-1 h, TR 70°C )5 3 h,
il 15 PF /Si0, 2 fb 41 KL
1.4 Mg X 5 & AE

FTIR ik: 23 9 4 em ', 40 08 32, 63
T FE K 400 ~4000 cm

TG 43 #r: N, 54, THIRHE K 20°C /min, 78 U
[k 25 ~800°C;

DSC 43 Hr: TF i 2 g 10°C /min, T 3 35 Bl Ky
25 ~300°C;

PR TE WA h v A0S WG, BT S I S
FH SEM W EZ SHOWIE 2 IF 40 B8, i & 15 kV
2 RS
2.1 FTIR 5 #7

K PE PF 5K 51 PF/Si0, 22 fL 1K FTIR
FEE LA 1, TEOS 5 PF Ay RN HLEL L& 2",

1.3

1635 1242
1608 1477

2400 1400 400
Wk / om™!
a— K TE PF; b— K Pk PF/Si0, 2% fL b B

B REYE PR R H A AR FTIR 15 &

4400 3400

i 7 H 351 2009-06 22



SRR, AF: AL - TOHL R D B 4 vk A KO T I EA AR/ Si0

Ze AR B H R ) 53

CHI{i:TC jfijCHZEij + EO— 31 —OEt ——

OEt
EtOﬁSI*OEt Slf

OEt OEt
EtO ﬁg _OFt EtO— Sl OEt
OH

Gt

O, 1/0781
\Sl

OH S

Q/Sl\
Sl{%S

,‘1, bmgw

K2 PFY5 TEOS Z [a] ) 50 HL B

H 1 AT AL 2l K B PR R AR I 0 D
1242 em BT A B R C—O B2 119 4 45 % 30 1% i
W, 1477 cm ' BFIT S 3 PR B BT Y04 2 0% i 06,
1608 em "~ BT Sk 25 B B 42 B 9IR B0 0k i, 1635
em ' BRHIE R 4 F PR KT R AR Y W 0 0%, 3200 ~
3600 cm Ak ¥R AW Wi 6 T 7E KV PE P/
SiO, Z& b4 BHR FTIR 15 B A i 301 58 i Wi g, |
787 1119 em ™' B I Si—O—Si B % FR A1 E X FR
P i 4z sl Yo g, (B A FE ok B 3 Si—OH 1Y
W e, 158 Sio, R ) Si—OH M PE AT &
N7, AR T — o A AT D A B A B 2 A R L

PF 945 B W 5 TEOS BY7K fif 52 107 [] B £y,
I ZA3 8] —Fh Si—0 W 45455 PF W45 B 28 1) 22 b A
B R TEOS 7K fiff = A2 T 16 P4 K e 3k, ok st
WP A PR (A o SR R A T AR
FH, BEAR T By 2 36 00 A 75 82, OF BL7E PF 4> 74 I
SIAT Si i+ FR#EA R T 85 PF Ay 4 2k
fie, MIfTiE 2] TEOS Bct: PF 09 H 4.
2.2 SEM & #1

PF 5 Si0, Z [A] i A1 28 X de & T iy 2% 1k 4
BT APERE RN H A e B HE MKW . N T %
P Si0, 7 24 1k b1 kv B 43 HOWE O, KK % M PR/
Si0, Zetb b4 RHE AL S5, B SEM X HC W i I 55 R 4T T
Mg, B3 ~E 5 kA Sio, & & 1 K E % PR/
Si0, Z&fb 4 BHR) SEM B o

M 3a ~E 5a BARAT & AT AL Sio, £ PF A
Jg o A A R 50 AR AT AT IR A kL AEAE BT R LS
Rl Si0, ¥ 1 1 34, A1 3R B4 ok Bk Be &, kr 1
DIR Z2 /N R AR I 2CAE A6 T i o, i RE - A K
AN BEA R4S RS, 53X 5 K. Hargduchi 45 #9 BF 52
gER—2 . MK 3b ~[& 5b Ay A% bRl L & B,
51 Si0, Ji, Z4 b bRl e B T — £ 00 B i A
Y Si0, 285 . me$ﬂﬁﬁmﬁWM&—oﬂ%
75 PF M E B 5 R BR, Bl A Si—O0 W45 1y ik —

HO}K)OH

a— i K 1000 fF: b—JCK 3 Jifif
[5 3 JKEPE PF/Si0, Z2 16 B RHED Hi 9 SEM B8 ) (5% Si0,)

a— i K 1000 fi%; b—J K 3 Jifis
Pl 4 ok bk PF /S0, Z¢ (ot R ITT 9 SEM TR T (10% Si0,)

b— K 3 Hi i

a— L K 1000 fff:
&5 JK¥EME PF/Si0, 24k Bk RT 9 SEM B2 7 (20% Si0,)

L RAE W T — LAY Sio, EEAM . B Sio, &
R RN, 2 bR R Si0, - AR A% R I R R
HRIE BLAE WG N AL 1 2 K/ 290 100 nm
HRLF o T ELZEZ RO 224k 4 RE i W i, 7
Si0, Fil PF #4f fig JE A4 i ST 22 18] A7k B2 i) i 24
IR, 3150 I B R0 7 A [ S 31 T AR AR L FE AR
[ f) 55 AL AR T, Si0, SRR A PF (K (R] 3k 5] T
FERA, UL T B2 M 4 454 .
2.3 JKIEM PF/SIO, Z et At 6d B AL 4F AT A

K o6 & 7 RaKiEE PR AN Si0, % 557K %
P PF /Si0, 244k #1 K DSC ik .

120.174¥129.30
122.69

2‘5 7‘5 125 1‘75 2‘25 27‘5
TREE / <C
Bl 6 K PF A DSC Hh £k
H 6 Rl A1, W 4liKiEPE PR ORI, H b o 7
Al RSB BE: TR0 ~120°CYEf N, i T —



54 TR SRR R T

2009 4F, 4537 %, 459 W

o

0 5‘0 160 150 260 2‘50 360
I/ C
a— KM PFy b—Si0, ik 040 5% :
¢—Si0, TR r B 10% : d—Si0, i £t 43 5 20%
[E 7 AR Si0, & it 1 224 Mk Y DSC £k

AR KB W P, 3 IR B B AR A AR KK Y
FER RS, 1E 150 ~275°CYu A, gk s 7 —4
KB, 130 T A I T R SRR N, B IR RE Y T
1o, 4 5R g AR TR RS R, R R R R T
AIHL, PF/Si0, 24 b bOREFE [ 1 10 55 — B Bt B0k 4
U, 150 BH BN ARG 38 0, 3X T IH 45 F TEOS & A
45 5 S TR A AR . LA R RO RGBS B
B, [ AR ORI 7 AR R B G 0 D PR 2
HPA: — J5 & B T TEOS & A4 45 B8 I I il H 4
9 — & T TEOS /K fif 2 88 & nf iz Jv Jit
A1, 5 W sl PF 45 & A= 48 I I, e 24 & Ak B2 i
MNP, X 5 FTIR 50 #r BT A a9 25 23 — 3 H)
Si0, F TH A FEFEF PF & Az S, 6 9 AR S TR 1
Wk, DAk, BEE Sio, & & pY I, DSC 4k 11y
W R 2 3 5 3T, It He 2 Si0, B 42 B0k 20% ),
Mg B HH BT — AW, B PF IR 5 Sio,
HOAR 2P L R
2.4 JKRIZEME PF/SIO, Z 4044t o it #okk 58 AT 5

Kl 8 A/KEME PF KRR Si0, & & ) K i 1
PF/Si0, Z2fb A1 BHY) TG #hk .

100

260 460 660 860

R /<

a— KEME PF; b—Si0, i i 438 5% ;
¢—Si0, Tt 7 5 10% ; d—Si0, Fi £ 4 ¥ 20%

8 K IEYE PF B A Si0, fr i i Z2 b MR TG i 2k

MIE 8l LLF Y, JKIE M PF/Si0, 2% AL 41 R 1Y
i A E REAR 20 T 4K 38 Pk PR U 4 i
650 CJi . /KIEYE PF/SIO, Z fL b BHA Tif R PR RE AT T
DM B A3 v o A AR TR B i 2 i 1 32 B

JE PF 40 B 5 TEOS By /K fif 52 g [ B 2E 47, fie
KAGH|—Fh Si—0 W% 5 PF P45 B 258 1 A A AR,
[F) s 955 e A 55 e 5 M 0 B ) 70 S0 B A A 2 B A 15
Si0, 55 PF [A] H A7 % i 9 5L T 15 F A Ak 27 34 T
TEH 458, Si0, 75 FA K i i v 728 SR 11 73 it
2 03 1R A AL 5 1 B B, 1 5 2 45 0 9 14
Jg sz B BEM o IL Ak, SiO, A B st BHAT R 4F Y fiif
PERE . TEIX SRR 3L AR TR, A AR A TS
PAERE B T 5o
3 KA

PF B E A5 2z An], Hi P REAY 12 =
B RRY N E L. BH AL 1T S8 260, 15
B 7O R ORI ATEBER R R, O PF TR
it 5 T A N B DR R 2B AT A R A K
P PF/Si0, 244k i B 585 27 ( GF) EA#HI& TH A&
HEE, AR K M PF/GF &4 MRS K% PR/
GF [Si0, 2 LA BLAY 1 B, 245 70 S0 W b b4 A} 1
REIEAT T, 2RI 1.

F 1 KBEPF/GE R PF/GF/SIO, % b4 14 Bt gE Xt LE

i H KL PF/IGE | K PF/GF/SiO,
whe S k) - m 2 287.82 347.52
5 il 3 B / MPa 1230.46 1311.89
L A58 JiE / MPa 488.21 561.01
F i AL %/ Q 2.88 x10" 2.16 x10"
R E/Q - cm 1.89 x10" 6.70 x10"

H 22 1 A 1, PF/GF /Si0, 22 fb A1 B 2545 M fig
T4kt PF/GF & &M k. HErZE & I il %
HI 7K M PF /Si0, 24 Ak 4 BTN FH 78 [ P9 A0 25 41 35
() B RH A I
4 g

(1) PF B4 B W 5 TEOS By 7K f# B 1 [] i ik
11, A5 F—Fh Si—0 M5 PF M4 H 5 1 241k
WAL, I ELizx 4 Ak R b 108 79 4 A% T i) DA A1 S 5

(2) it SEM 0] LUA H, 145 1 Sio, fE# g
SRR R 51, HMEEE Si0, & & A0 B i, 2R g5
FA 1) Si0, FER B T o 19 B 1 K, A HL AL Sy 5 T8
BILLH 53 1) 5 T A P 3 i

(3) DSC WFF R B, 5 4l K i PR A L, K
PE PF/Si0, 241k b4 RL7E [ 4k 50 35 — B Bt i 5 [ 1k
RN, — 5 T T TEOS & A= 46 2 = 1
HH R, B — T S T TEOS K i S 3 £ )
S A, 5 PF 4 KA 45 IR, I BB &
Si0, & 3N, AR5 Sio, A A PERE & .

(4) TG 7B 45 R F B, KM PF/SIO, 24 16 4



B AF ML - TEHL R B G 1 ) AR oK VA A IR / Si0 , 2 ARk B HR 55

B TE PR T2k e PR, 0 HAE 25 6 T (650 °C
PLE), HOR R R 5 50% L1, Si0, /Y 5]
A K EEVE P A TR AR RE W 25 4250 .

2 % X
(1] BRBR AL BERE & i3 @ 1 5 00 Gl J & JFE e JI [ M. b st b (3
i pEE L 1993
[2] Haraguchi K, Usami Y, Yamamura K, et al. Morphological inves—
tigation of hybrid materials composed of phenolic resin and silica
prepared by in situ polymerization[ J] . Polymer, 1998, 39 ( 25) :
6243 -6250.

[3] Haraguchi K, Usami Y, Ono Y. The preparation and characteriza—
tion of hybrid materials composed of phenolic resin and silica[ J] .
Journal of Materials Science, 1998,33(13) :3337 —3344.

[4] Chiang C L, Ma C C. Synthesis characterization, thermal proper—
ties and flame retardancy of novel phenolic resin/silica nanocom—
posites[ J] . Polymer Degradation and Stability, 2004, 83 ( 2) : 207
-214.

[5] Garcia G M V, Castano V M, Hemandez P G, et al. Preparation
and characterization of Si0, funictionalized phenolic resin hybrid
materials[ J] . Advances in Polymer Technology,2002,21( 2) : 116
-124.

WATER SOLUBLE PHENOLIC RESIN/SiO, HYBRID MATERIALS PREPARED BY
ORGANICANORGANIC COPOLYMERIZATION PROCESS AND THEIR APPLICATION
Mo Junlian, Qi Shuhua, Zhang Dongna, Li Chunhua
( Department of Applied Chemistry, School of Science, Northwestern Polytechnical University, Xi’an 710129, China)

Shi Yanmei
( Shenyang Liming Aero¥ngine Group Co. Ltd., Shenyang 110043, China)
ABSTRACT  The water soluble phenolic resin/SiO, hybrid materials are prepared by organic-inorganic copolymerization tech—
nique that the polymerization of phenolic resin monomers and the hydrolysis polycondensation reaction of tetracthyl orthosilicate process
at the same time. FTIR and SEM analyses indicate that SiO, particles and phenolic resin matrix form organic—inorganic interpenetrating

network, and there are strong combinations between organic-inorganic phases. DSC is applied to study the curing behavior of hybrid ma-

terials. TGA analysis indicates that the thermal stability of hybrid materials is improved after adding SiO,particles into phenolic resin

matrix.

KEYWORDS SiO,, water soluble phenolic resin, copolymerization, hybrid material, sol-gel process
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