02A01
P —‘-‘-Elo}ﬂl‘:%%_loll*ﬂlegl
A olu|=so) B A

B T AP o UF A E
S AN S 8§ LA A O, § o) el )

\n 1-1.\

"l JJL”O’ n AI
1.8

Wy Eoolv)ii: -5 a4, AN, JAA AR Qs 97 T FxAl,
WMEASH Ze A7) AglAR T 45l 374%- HAeFolol A da Zgg wr] A
2@ Aot 22y Ul ie] WEgR Eololnrniz {78l %dl*éOI FA 231, &
gldol £x7F YR ol AAl itk vAlo A "M AYste] 43 Ee 58 olnc
3 Pgo 2 Faolwrgl gt

Folus AzA /HF A ol g e ATH nEARE teinlal tigkslo] =ato)
=2 g45s Zgoluiriaketdl, F3t Wilel ItsitE Aol v v, Ao ==
71l A8 7t Aol Ql7lel £ Fo oN T Raglid odo 44 Exigo] i
£ Byl Utk E oE Eoolnrne) A TA nE 2= Foinl= gojAb =6, Al
Ho2 thh FAol By stelAo] Qlo] ¥-Fe d e vy gong HFE|d
g-olsiet?

AFA7} Zdoln|=te) wf A7 olulmgle] #F AT Wol ool louk? wia
ATA7E Egotn|= Al Aulingl A9 A9 A7t o]7o] i QA ke AFol}
a2ER B A §H4le] ® W Zoin = el AH2E AYB2E Yol 23ty
golalA AMzau? olg x]],A_.';-] Tololm= Sl Azl 4% £ 580 nX= o
ge AAHow mAsag w:} tlopnAl  @FMEZAME 44'-DDS(-SOz-),
4,4'-ODA(-0-)8} 4,4'-PPDi3 A18-3l o, ctlelslel=alo| Al @akal M bridge7) 7}
= BTDA(-CO-), ODPA(-0-)8} BPDAT Al8-3le] @afale] Azl FAl-wA 9] o
didte] @7tk 2l vgkslolrmalol v gaEkdl s vy, ojd, 22 423 A3l
7)o Holo] W F&w RALFH FAlo] FTalolnm A7l Au =9 flexibilityd) F
gol Ut T TR gl

2. 44

21 &%

BE FEAAE 100ml 37+ ZAAAT AMSEY. FaAaa $9Fo nE&REH 9@ 2
o] 22t egg-beater typeB o W75 FASAY A, CaClT 3G AL YT, AERY
& oA

¢S Fig. 13 3ro]l HA18I0.1, solid contentiz 20wt%(w/v)Z2 AP AF o0 Azt
2 24A13F WS- -5 A Lo

—437 -



r)'C\ () —-C. RO —C —OH PhPOCl 1
DR QN \"() B - (2eq.mole)
Y C, non HO c of  ——camole)
0 0 Py(4eq.mole)
leq.mole
0 0
R.T no—('} X A
H2N — Ar—NI12 C—NH-AT —
NMP
leq.mole @
24hr — ‘NII'—{ﬁ‘ (ﬁ‘—OR
0 0

Fig. 1. Dircct synthesis of poly(amic dialkl ester)s.

22 ¥4 2 23
7HhaAA7 YA

oA} ZH/AS 7tz oMME-ds® DMSO-diE §vl2 3o Varian UNITY 2008
ALg-ste] EA g
PHAFF 4

Dupont TGA 2950-& AME-3l9lx, AA71H3telA vE2HQ PPLS 252207
/min)2. 2 50ColA 800C 71A] %A sle] 400C7AHAL] FFHFAE AZ on=3&=2 A
@3l

ol Wb Ae-olal NG Lno) ol 7|AR FASA 5L-(125T/minAlA 14

T & FAEA
hHdFAE 53

DMAcol ZFAE 05g/d19) F5(C)R §3AI7] S FulFrg &% 25£0.05T
A} Ubbelohde AT A AM8-38lel &R sl ol F ofle] Ao 23lo] #itd gre=2 dsH
=(7mE TF3FA T

In 7 rel
Dinh = ——— (d/g)

-438-



3. 4% % n&
32 THA g

AANEE WAV Do W 105-108ppmel 4] ofi] e ] MRaG G E
I-1dppme] vyl Ao ©1g1 44 y]—9] 42 Adppmel vl Aol 4= 2 a) =y} Yedu)

—NHC (()CII ClIl,
OB NXODKY (M) EIeRT
1 ac.a L)
2 1c.50¢ t.8
» v 208 €4 !
P CHCH, oc C \“‘@'
s 3.926 b.4
13 1.2 €.
h .0 €.a
L] T.0Y 13
s 7.6t [ %)
ie .82 L3
n .82 £.
k] M .
b2} 787 e, H
b i) b,
k) Bl L)
4 (8.1 t
1 il .8
n 4.223 e.¢
k'l 1.3 iy '
b 3.6 .2
n 3.0 *
k) .18 .t
n 1.3 t.t N
R ol .an [ ) H
» - (3] ~—_— 3
L 1.am 3.3 '
bil L1466 3.3 !
» .12 e
£ 2 4
» 1 ll

Fig. 2. '1I-NMR spectrum of poly(amic dialkyl ester)s.

33 WEEE F
ARAS doluriahi: 1ANE iAo Yril & iz, ¥ AFANE 99

EEoNA AlZbol Zagtol wlel AV FWEAT 1S A - Aol X]%"]?\iq o
Inla/(a-x)]=kt

olm a¥= 100% F 400°Colwle] ¥ 7h AT vkl 21Q1u) ¢ 3 oln=stE = AL 9
Eke, xe= ool® ARl tellalel % E kA, kic ARASD Yy Se4s=
Arrehenius¥(Ink=InA-1/RT) 0.7 W 3lulo] A 4 Q. M en 9 A9l AL T
E8HH 71718 Eagh-> 7% 47} ol yHHO T InAZES 73 2 At}
34 E5F 49 5& =4

TGAE AHg-3lo] G949l W o it %43le) A4S (4% WMoz FIHF

-439 -



SINA 0.

2ol ol Fig. 3eltl.

A4 olmrsl We olMrst 4md ma FUAR

o] Aizu] o)t olirislzl Adylel Wik AT

As Rl $wr} Ebael mEA

qe) BAeEAle]l ghaal sl wlitel WAelAle] whg-o] golakAl ehv] wEoltht

5 T T
T - /_2 40°C
= -
% 3 P
L
K
= 2
. awe
1 ) R
) } - o
o
[
0 I ‘ 1 | | |

10 20 30

40 50 60 70

Time(min)

Fig. 3. Logarithmic plots of wcight loss in poly(oxydianiline benzophenonetetra
carboxamic dicthyl ester)(BTDA-Et-ODA) precursor being imidized isot
hermally as a function of times.

Fig, 414 AF Wk 5 14 W Ae] AguEi: R T 718718 SR

ki AR WA A4k sl fslel

olw 3t FHS Table 1ol vkl Ll

1/T9 InkT: 788 1@ o] Fig. 40]v]

Table 1.8 @F71 /o] it Eaglsl InAZk S vuhulall, eb91 717 7101445 vhe #4435}
oV Ak ZFA L gaer edl vl Qi ATAl aikaR: #3738 v e vk

o}, oli= QrallA] oliFdk A Al arihxiel flexibilityol 71Q181A= Ro.i A7k

4. AL

BTDAS} ODAR 3§t ¥ulobr Al o ~ulii:
AAl -2l flexibility 7b & 7H3le

P AAATH

9.42kcal/mole] &0 7 A1o] Y},

- 440 -

A7} vlEl, oY, T2 FMR
Fa #< 1642, 15.9%.



2 * o]
1 -
o
@

0 |
X ] ‘
£ A

-1 : ‘=

. A

-2

-3 T T T 1 T

0019000195002000020502100021 802200225

T (K"

Fig. 4. Plots of Ink vs 1/T;(a) BTDA-Mc-ODA,
(m) BTDA-Et-ODA, (@) BTDA-Pr-ODA.

Table 1 Imidization kinclic parameters of aromatic poly (amic dialkyl ester) precursors.

Polymer Temp (C) k(mini) In A (min-) Ea (kcal/mol)

180 0.2187

BTDA-Me-ODA 200 0.4750 16.72 16.42
220 0.9605
180 0.3257
200 0.6964

BTDA-Et-ODA 790 11376 16.57 1595
240 2.7826
180 0.7906
200 1.0768

BTDA-Pr- ODA 220 13271 12.05 11.04
240 27112
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