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BEHEKIZ3FE(s—, a—, i~{K)D Oxydiphthalic dianhydride (ODPA)%Z. P F73>(Z 1,3-Bis
(4—-aminophenoxy)benzene(1,3,4-APB)4> 4.4’ —Oxidianiline(4,4' -ODA)Z L\, B4 52Kk %
(BASMEE. BRASFEER) ICKYERLERYAIEPD T4V LD BRI - EHAHEIZ DT
HEREET o=, TOEHRE. a-ODPA LU 44 -ODA ALY, REBSFILEZEFERT S
ET.FERBIZRELI-BAFEANEGONBZENR S, Ff-. BONT-IEXSFH PI [, Tg =
9 270°COBTH B ML, EBARICHITIBVARMEZELTEY . SOHICHEBERD I IILL
(0 TR E R (~400°0) IZHEWTHALRRTEHREZEHL TSI LN S h o1,
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KERITINFETIZ, BBE/KYIZ Biphenyltetracarboxylic dianhydride @ JE %t Fi{Ak(i-BPDA,
a-BPDA)&, UF7Z(21.34-APB, 4,4’ ~-ODAZRWVTHERL Iz PL D)L AL, A FMBEZHF TS
s~BPDA [T, biphenyl 1D K ELEERERD-HIZ. BLVASREBRE(TOERT T
B FELNI7RABEELS-HICBN-BRABMETT EEHLMLI=(Table 1),V F
. FYBWEHIEDEIEEHF TS ODPA D IEXF{A(-ODPA, a-ODPA)& 1,3,4-APB Z AL =
PIZAIVAIZENTE, s~ODPA ZABLVIERICHER, Bl Te. BRIRREME (BARTE1E) . NMP
ST EBNEMUERTEEHELS:, TOTAMRTH, RABHRREALZHBEED
BREBHLOHIT S0, BIAKMIC 3 (-, a-, s-)D ODPA %, UTEVIZIFEYBEL Tg b
RAfFESh 5 44 -ODA TR 1IFER (BAIRLiR. BRAIFEE) DEBWLIZESTHLONT:
T4 LADRK - BEOEEIC OV THERREET o1,

Table 1. Structure of dianhydride and diamine monomer

Dianhydride Diamine
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RUASRIAILLDERIL. L TDAEED HiETITo1-.

(1) AR 7EREE(PAA)D NMP B REZERLI-RICREL ., 5212 - BULIET 54 % (BA3F{EE)
(2)NMP A CERABIL 7= PAA B % $9 180°C, 5 BRI RSB - (2. BIXBRTRONI-PIRXE
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BEBRILTHETLIHEGERAIFL 2 step i%)
(3)E/T—% mrcresol ITARRESE %, $9180°C. s B RIG & . BILBRTHRON-PIRXE
BEBMIE TRBYT 25 % GERASNE 1 step %)
(DR FSFEEPAA)BBEEERLI-RICREBSFESE &, (SFEMEBERBIET
HET5H%E(RERSIFEE)
M. ETNENDOFEICENTHON-PAALLIPIBRIL. HOREREIZTREL. $970°C
T2 BRAEIESETI L LIEL, FD# 150°C+200°C+250°C(+350°C) CHILEE 1T o712,

3. BR-ER
3—1. BASFLEITTIERLT Pl 74/ LD A - B 151

TAIVLDERY) - BHAMEANDRASFERELNRIFTREICOVTIRELETS, 250°C
FTHRBEIISLT. WThOBA DL EIZTELWTHRETELI LA M0 RLE
HH1E73 i~ODPA ZRLM =TV AL, FEBICHELNZEMR S M oT(Table 2), LAL. CDT1IL Lt
350 CETRUIETLILT, BIE I I LER/ICEN RS, COZEF. Te KYEHBEL
300°C LI L DRE TRABEITICL T PIEMTHEESNEIY, KYEF FEIEL-HLH
AEnd, — 4, 250°CTERLIELT-IERTF Pl T0/LLIE, NMP ZEQOFHFRICHLELERE
FHLTWAIEA M1,

Table 2. Thermal and mechanical properties of PIs prepared from thermal imidiation(1).

PAA P
ODPA | Diamine t Annealing t solubility Tg" | Modulus Etlgngaaltlo/n
@ig | ™| aig | MNP | pey | ToRal (oo
(°C) wt'% Ave. | max.
. 6 250 3 - 212 3.2 83 | 105
’ 350 - - 215 3.1 73 93
2 } > 3.1 8 | 114
a- |1,34-APB| 2.1 50 17 20 | 220 3
350 % - 225 3.1 83 | 115
i 16 250 0.37 >20 2102 Brittle
) 350 ] - 232 3.0 50 | 136
. 0 250 3 - 259 34 65 | 72
’ 350 % - 266 3.1 70 | 92
250 0.78 >20 | 270 3.2 30 | 42
a- | 44-0DA| 16
350 & - 280 2.8 70 | 92
; 6 250 0.28 »>20 | 2562 Brittle
' 30 | 7% - |283 | 27 |85 111

1)measured by DMA 2)measured by DSC

Figure 1 (2 350°CTEMLIEZ{To1=FhFh O Pl 74/LLOD DMA HIREZTRY . AFMEED
s-ODPA ZfALIIHEE. WThOCTIVEFERLTH, mRBIEHFET(Tg~450°C)I LIKRTS
Fy—fREABRRAESH . RFBEOREERRALz, —A. I FFEED -ODPA Ff(&
a-ODPA ZRLVIBE . Te (FLYBK. SHICFOERAITHEESEROLAMGETARASH
fzo COTEN D, JEXFFHEED i-ODPA F1-1% a-ODPA ZRULSEITKYMEMEN R LT HE
ELIT, MIFEE (~400°C) ICHEWTHALRRATEMER TS Pl ABONLEN T DTz, KL
EDTELY, BAZIRIUE1ETEONIERT PL DL AT, +HLEBRT BB MEER
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s+ PI(s-ODPA/4,4-ODA)
* Pl(a-ODPA/4,4'-ODA)
»  PI(i-ODPA/4,4-ODA)

THLERBHLMEG Sz, LL, BEA

B—RETSm) TN LERDILHIC 5
&, SR BB RSEESBRAIK u”
EELYLIIFEBROLOORESEN Ew’ »
LYBFTHILEZDN UTD3DD §,4 ; %\
FRERELL & 1. PI(s-ODPA/1,3,4-APB)%$"Y %, .
1o Pl(a-ODPA/1,3,4-APB) * %7313 ia sy 2
¢ PI(i-ODPA/1,34-APB) ':‘-:.‘.‘.“';1&;.:&

Q

3—2. BEASFIL 2 step RITTHERL "7 w0 T250 ' 35(0: T s
72 PL 2410 L OB - BRATRHENMP Figure 1. DMA curve:m:'rat;;e (ﬁl)ms prepared from
P38 thermal imidation(1)

WIFhOHEAEDLEIZEVNTH, Bohi- PIORTHEIL. PAA DFEELEL T, KECH
DLTNBIEN IV oF=(Table 3), DT EIFIERTE PAA ZALVIHE ., ASFEICKYERT
BKHPAA BHRIZECEIYA TN, RIMIBRELUIKK BRIEHVBEESI, P FEDETELS-
Y= TEEZALND(Table 3), . KANDEABRICTHON-EKE NMP [TBRRS &
(CERBULEZD VAR, FFRICHS BAFELRLICENR M oT,

8—3. BEAZFIE 1 step SRITTHERMLT= Pl 74/ L DR - B AR E(m-cresol %)
WFhOBAEHEITENTE. BEK [
WM. OTIVOFMERICERML: PAA & I ~n=2 J Dﬂ{jﬂﬁ%}g
m-cresol [ZH#BR-HIZIEBRAMEINT- I C%(" 31:}
A MBTBIEICLY Y —BEER T, 0, Q0
PI(i-ODFPA/1,3,4-AFR)
i~ODPA RTIE. K~OEIEKIZEYIZIOoN - E/R-2=vrD5HTE=5665
- PLWRDBTHMEIL, 3—2HDBEHAT |
Rt 2step EF RV BRICASR{ERZKEL
DFEMNETLEM, BERAIFIE 1 step %
ERWSIEICEY. n]=06di/g AEEHT 500 1000 1500m/22000 2500 3000
ENFEROIENH Pl 2825 %R Figure 2. MALDIE-TOF Mass spectrum of the powder
precipitated from m-cresol during the imidiation
f=o THUIE. KEBELELY mcresol #FLY  process (-ODPA/4,4>-ODA)
BIET. AEMEDBRDBIERMTHAKERNIBBITIRETES O ERIEASIFSH
=RaRIEEEZOND, LML, i-ODPA R TIXWLWTHEAIFIEBEIZ—ER. mcresol ITFBEDX
B RESNBHTEN Dotz IBBIRIZREMD MALDI-TOF Mass MIEZETOI-#ER, IRiK
EDOA)TI—OHFFEITHETIE—IHNBRSh -, i-ODPA (X, BihLBEEEEL5E/
Y= RIT BREFVITI—EHELOTVEEILN ., & Te- BRI - BEREFOER
MERBROT-OICHBLS FRAOLEMETET D, PLLEDRERI S, BRAIFE 1 step
R B FERDIEARTFPIZRIDICRBTHLEEZONDA, ASFEBRIC—BORKE
DA )TI—DHEINBIE. mcresol ZRIFELTRLTLSHIZ, KESHE. ERBE
(AEADEE) ~DEREFDBETHLIIEN DM o1,

Intensity

2008
36



3—4. SERASFEZEIZTHERLE PL 7L LO B - AT E (DMAC BIK)
F7.1,34-APB £ AL \-15 & . a-ODPA R &tEEL T i-ODPA R TIZASFILEZ DFEHIEL,

ASFEEBOREHMELMERMNH I ENS MY, BoNzI4L LITIERBIZHENDIEA DD
fzo —H.44' -ODA ZHU -5 A TIX, i~ODPA RTIXAZIFLRICER FERERDIENT
E2HNMP ADBHBHEITEC B EEDOIIVLIEERICHRODEDTH -, COTEND 2
HOHEREEGHE THBIRAIETFE - B4 L5 1-0DPA/PIEHTIE, ARICEVL L TRIR
HEFTT HATREMENB VI EARIEL TN, —H. a-ODPA RIZEV TR, RELTESFE
RERDIIENTE ARBRICHTIBVBEMEEFLTVSEA G o=, £, Boh i
BRI P1 D)L LI, Tg #9 270°CLBULHEMEZ AL, BRRERBROBER 340°CTESICH
BETHI LI DD otz ELIZ BHF I EMOBAICKY ., RFBASIFEXICTI/ON: PL A
A AUV R (7.5um) BEATTEETH DI EMN S Mo T=.

Table 3. Thermal and mechanical properties of PI films prepared from methed(2), (3) and (4).

Stress at Elongation
P /)] [n Tg" Modulus
ODPA Diamine method i dlraf [ dllSI] [°c] [GPa] break at break

[MPa] [%]
(2) 21 0.21 1934 brittle
a- (3) - 0.96 212 3.2 105 91
(4) 2.2 1.0 214 34 120 60
1,3,4-APB -
(2) 1.6 0.07 1534 brittle
i- (3) - 0.76 225 3.0 103 91
(4) 2.0 0.33 222 brittle
(2) 1.4 0.07 2014 brittle
a- (3) - 0.73 271 2.9 110 90
42 1.5 0.84 264 3.5 129 75
4,4’-0DA -
(2) 1.5 0.12 1644 brittle
i- (3) - 0.62 267 2.9 113 6
4) 1.7 0.97% 264 brittle
1)measured by DMA  2)casted by Fujimori Co.  3)partially soluble 4)measured by DSC

4. F&OH

JEXIFR ODPA AT A ETINFETIZHVRE LR B ERRBHFERL-HHRRII3F
EERTHILICHYILTz, B2, BASFEAR22ANSILT. RELTED FERERSS
EDBESMIZAY, Pl(a-ODPA/4,4’ -ODA)IE. NMP [CHRfESE ., BE T 5L T, BIE(7.5um)
EDTATRETHAZEN Dotz Tz, BON BT M PIEIRIL,. Te #3270°CEZHL. 340°CT
BAICRBENTRETHI D DD >fz, i, RFAFREIT, 2010 F£ 5 AISHIA O YhCTEHE
IZE#(Planet-C)L (15 L (F5h B/ B D Solar/solar cell hybrid sail FAXEEIR PI DS
[SEIT. X ehrh, BFEMERASH BRI KK Py oK att, T
e Lt (SOFIB) S, CRAVEEVTEYET,
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