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Preparation and atomic oxygen resistance of
polyimide/inorganic oxide composite films

Wang Kai  Xiao Fei Zhan Maosheng

(School of Materials Science and Engineering, Beijing University of Aeronautics and Astronautics, Beijing 100191, China)

Abstract. Three series of polyimide/inorganic oxide composite films were synthesized through sol-gel
method using zirconium n-butoxide, tetrabutyl titanate and tetraethyl orthosilicate as the oxide precursor, re-
spectively. The atomic oxygen ( AO) resistance testes of the films were carried out using a ground-based atom-
ic oxygen effects simulation facility. The atomic oxygen fluence is about 3.1 x 10* atom/cm’. The results in-
dicate that the dispersing status of inorganic oxides will affect on the mechanical properties of polyimide films
dramatically, and the inorganic oxides-rich layer is formed on the polyimide film after AO exposure, which de-
creases the mass loss rate and improves the AO resistance of polyimide films obviously.
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1.1 FEER

ERTR DU T HR A5me U T He, LA 40k T
AR

ERERR B, RHEET HR R AL

3,37 4,47 - KM YRR — B (BTDA) , 1if
A IR IEIERT 5

2R DU R IF ( PMDA) |, 3 BH e v Ak T4 FR
NEIP

4,4 - H I TIKEE (4,47 -ODA) |, TE B 24
AR A

N- H JE A i o i ( NMP) , Jb 5t T

AR B B .

1.2 REITAEENS &

e DL PE R 250 mL = D P A
4,4° -ODA Fl NMP, B J5 A 5 ODA 55 8
JRI% BTDA 5, PMDA , = {50 4 h J5 % i &L
FIORAA, BRI N 6 ~ 8 h 73 R BE IR ( PAA) ¥ .
s PAA W BOR TR MBS - P THEE
300°C FAMET e 145 — R 51 P/ & ALY 52 G .
SRS SRS 0E L ~ K3,

%1 BTDA/ODA/TiO, £ &ERAIMRE
TiO, B FiffaR BIAPEE Wi 10h BRIk

mE

& ¥/ % BE/MPa hB/GPa KFR/% #/(g-m?)
T0 0 127.0 3.4 6.5 9.0

Tl 1 147.8 4.1 6.0 4.5

T3 3 81.9 3.7 2.4 2.5

T5 5 40.5 3.7 1.1 1.5

%2 PMDA/ODA/ZrO,E & BN EEE
TiO, BiEE  frfbE PIMEE WM 10h BERA

o
s NEU%  TE/MPa B/GPa KFER/% /(g -m™?)
70 0 89.7 2.34 29.7 10.2
71 1 91.8 2.28 21.9 6.7
73 3 78.2 2.14 16.8 6.9
75 5 63.9 2.04 14.2 6.9
710 10 26.8 1.94 2.96 2.8

%3 PMDA/ODA/SIO, & & HEE EAE

e TiO Bkt frffEE  RIfiBE BN 10 h B

B % iF/MPa 1/GPa K&H/% %/(g . m’z)
SO 0 109.6 1.42 47.3 10.0
S5 5 112.8 1.60 48.3 3.5
S10 10 118.6 1.74 53.9 4.0
S15 15 124.5 1.88 59.2 3.5
S20 20 132.9 2.06 64.4 3.5

1.3 EBERITE

FIH Instron 5565 BIGEHLFE I J7 BE 52 56 HL
SE T I S Ak R S50 AR fE Y GB/
T 13022-1991 , F7 {3 B 5 mm/min.

AL AL 25 R K24 19 TFM 5~ 53000
b TR UL IR 28 AT D 4R 2 B S 0. i e
HPRFUAE T 100°C 25 T4 8 h. JE T4l it 5 B
TR 2 7 b Ak B . Kapton 180RE () B 2 4 4
TR R AST .

F=AM/(p-A-r) (1)

Horp F 2R 74 B atom/cm” ; AM J&Jfi i
K, g5 p SR B g/cm3;A S8 3 T R,
em’ ;r JEA BRI TR | em’/atom, A 10 h 252
R R TR BHEEZ N 3. 10 x 10% atom/cm®.

FIFH2E E FEI 22 6 #9 X130S-FEG %137 % 5
T 0 B R A SR A R R TR i R
AT ORI S0 I SR AR A 254

2 HR5H

3 0 R IV P B %) O 2 P R R i A 2
10h JE BT BRI HIFN T 1 ~ £ 3 vh. sy
HRR R T A 2R BB KA e 1 2 VLI 35 40 3 an 1l 1
FIE 2 Fs.

M 1 ~ 3% 3 0L, BE TS ML 43 3, &
TiO, Fll ZrO, (1) P i 11 7 27 Pk e 2 Tt i Js s
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5% A EE 3 R R PLIRRE Y Sy 4 PR BE, 4R
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P K il R R e 1K, SR AUAR R AR AT,
I B Si0, TCAL &AL BURL RS 5/, 1l 36
FNGKR, H AR Ar , Wiz ik R i 7124 6
S fE M TiO, A ZeO, 14 Tl 9K A K fiff 3 B2 ok R, 5
FHUR RS2, WA & ARG (1% T
M) A T REIE AN K 1 TC AL AL TR R L
AYEAT X 2 FPOCHLELS & I, AL
WokE & A= 3R IE W] e 5 MUAH & AR A 43 B, AT
S FPERE R AL,

FE 1 Al UL, TS A1 Z5 W Tio, A1 ZxO, 1Y
R R STAE 100 ~ 500 nm TN, H R S A
96,1 S15 WP Sio, B0k R SEAE 100 nm 2
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& 1 ~ 323 a0, R TCHL AL & 2 i 3
i, P RS it it 4R g 3 e . P, TiO,
A HBUR 5% 1) TS 76 10 h JEFRBZFR XK 5
BRI HE N 1.5 o/m® U S THL ALY
WEIE TO A5 R 10 16. 7% . LA, TS B i
JRWAL T 10% JiT it 47 %% 700, (Z10,2. 8 ¢/
m*) 1 20% Ji 54340 Si0,(S20,3.5 g/m?) Wifis i
F P e R, IS B0 5% ot ik 43 BT i
JE TS P RE R BN AU A TS > S5 > 75, X %
W] BTDA/ODA/TiO, 1A & By it J5t + %8 P Ge I T
PMDA/ODA/Z+O, Fl PMDA/ODA/SiO, 1A %.

A 2a ~ & 2¢ AT UL, TS ZJRFAE S, %
] S AU A OB SR AETE 30, S5 5 W 3 1 I AR 25
¥, T 25 A F 23 Z 1), 53X R OE 55 R AIE AL R 5 i
TR LT Ji 1 AP BE A ) A R R 1Y 22 5. S15 i
Si0, B3 5 3K AR S5 48, 43 803550, 5 PL kA
Sh4 RAT PR P B R A AR i 1 ) 2E M e,
L 0 45 Hp A R A LR BR ) T H R = PT T JE T
SAPERERFLEE. TS P TiO, LUK TR S TE1E, T
FE I SCHRMLIE B, T 25 5 76 P IR % i ]
AN ST TS 850 2 e W R, (A
HCEE A ST AL T S5, AT 22 90 10 A v 4 T
TR MERERMIRAY Ty 2= e

Kl 2d FE 2e 53 5 A & ALK 1) BT-
DA/ODA 3 Ji5 (TO) F1 PMDA/ODA I (S0) 28
JA TS UG R DR A, BT, 38k
LR R ER L ERIER, 1 7 RS A
Fa LI, 3% 2 B D7 4800 P IE HLA B35 1
“Yrim” £ H. UL Ak, BTDA/ODA {4 & i LU Fr AH XF
BAERESE,10h 5 R F (9.0 g/m®)
&Ik T PMDA/ODA K% (10.0 ~10.2 g¢/m?) , i}
AH LA B (14 S SEURH X 5 e

3 & it

ARSCHAEL T 2 PRI IR A 3 A A=
R SEAL YIS PL/ B AL 9 K B A I A 1 2
BN 5T S PR BE Y B2 i, 45 SR % 1. OBTDA/
ODA 14 2 At I 48 1 BE W 55 T PMDA/ODA {4
Z QALY & B AT, Tio, 3 P R T4
PERE R s QIR IE LAY Si0, BERS7E PT 5t
PR AT W 45, DA T i 25 i v L g 2 i
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