ETIEEYMEELVA S P II—(10)Z ALV
RimE Phenylethynyl trimellitic anhydride(PETA) D & i 14 D #& &%

(HRBEEET) Offifi b, HOFEE, RSV xX0) HHREE
(FHRRAEMZEAES) A mlE—, $ED %

[E'S] Z 1 £ T4-phenylethynylphthalic anhydride(PEPA) K 2 A4 % 10 (PEPA-10) D ik
T40E(370°C) DFERN % H 912, K7 PETA % H M7=~ 10 (PETA-IO) D st &2 b T X 7=,
PETA-10 O #JRGES Tl A U I~ —FIIREDRIFISH A HERR S Hu. B{LAsE @%JLE’J
WEZKTSELER 2D 2 ERRENTZ, &I TPETA OKIGHEERFT 5729
2-phenyl-4,4’-diaminodiphenyl ether (p-ODA)% PETA T#ftik L7257 /MbLEME ARk L\
A X MMEBRIZB W TEISS DR U 72 WSR2 fl 2 fiGt Lz, FEIS, KIBRI(4 5 &)
D PETA V727 I FER(ARIRIE 10 wt9) & b1 X RIL(0°C2) L7=fER, £7 v
{EE T ORISIS % RKIBIZEHITE 2 Z EBH BN E720 | FiTl-2{bF A I FMes&t:
BWESLTHZ ENMTE T, IRWT, #Fiic2 A I MEERFIZE SN T PETA-IO D& Hidk
METoT, TOT IVEEERTHA I RPMIEEER%L, PETA 2403 2657
B(CBMEA X MUIE) T, BMET2ARAKDO 7 s = V2 F = VA NVR=VIEEGT S
PETA-IO #1525 Z L3 T& ., PEPA-10 KIE & Rl 70 BUAU M E D LR T 21T o T2,

EE] Fxid, METHEICBT SRR =,
SRHMMORBICL2BBE B L .@. 0 @ O
T T A (Tg>300°C) ik MR HERE A A4 B ~ I*/‘ ' Cp-
MY oo 2R b L CIERTREEILRE 10 & PETA w00 \.
DifFEZ D TE 72 l)o Fric, X FHHE Figure 1. Chemical structure of PETA terminated 10
O EFE I IERFR - FEFmREIED T (a-ODPA/p-ODA/PETA) n=1
»(p-ODA)Z M L. Kifiks PEPA THIEL/ZE 1 X2 U v ER(PMDA)RE L 10
(TrA-X)21%, BEN 7= VA BN (R ARVA RIS | 1 [min<2000) 2 A L, BV AL 0% 1 il I
(Tg>350°C) & #iME( e p>15%) & 3L S5 2 LN TE BRIk & @it EVE 23 i 7 Al A
ThoHZ EHRHLZ, LaL. PEPA-IO i%., CFRP iJEEEC 300°C LL_E oo inEvisL &
25, ZIUE TIZ CFRP IEL&M OfEf % HIUIZ, Kk PEPA XV {KiR CHE{LE
DNIFE XD PETAY & O 7= FEG PR L 10 ODAEJZ%TTI/\ = DOE I & iR LR
PEIZDVW T PEPA K 10 & o blgtita Lz, £9°. WG & U CIERRR — Mtk
) 2,3,3’,4’-oxydiphthalic dianhydride (a-ODPA) & p-ODA % F=#4IZ£F> PETA-10 (Figure 1)
@Aﬁi%ﬁot 2 MBI, 7 2 NERIAIK % (a-ODPA/p-ODA/PEPA=1/2/2) % IR EAA
2 M{kiE@50°C, 200 C). BLUT I FEIZH LT 1.2 54 &0 PARAI(KERE/ &Y &~
N FAOTALFEA T FMEEER)IC T T 72, AT RSB KO C=C fEEBHEK L,
BIRETOA I MUF# LW LR SN2, BEIFZ C=CREAIILZEICHFEL, 13
RERHSICHET T2 00, B E % < GefE R, AL —kRk7emi{b O T2 8 L
WZEDURENT Y, & TABIZETIL, (iR 1.)p-ODA % Kbkt PETA THf Ik ut
T EME AR L, BRAFIELD PETA KT T LB D5y 1B BRI
DWTOMFTEIT o 70, IRWT, (BFET 2)E T /U EE MG CH G E 2o 71%)?7‘_72 a
FRGRAFIZ ISV T PETA K 10 AR L. £ OEBIRFMEIZ DWW T, #H] PETA-I0 35 &
NPEPA-10 & D lbilgigat 247 - 72,

1. EFMbEME AW e Kz PETA O UMD RRET
[EB] =7 M bAEWDER/L— b % Scheme 1 (2757, p-ODA %z NMP ~5E &AM S
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7-#% PETA Z/N x4, | THF LT I FBERZSZ, (4 3 MR, 4!:?4’ I MBS
TATV, PABRANTEEKERE & v Y 2 U (L) DIRET K 2 W e, A X NMESUSTEREIK
X, FLE - A2 — S LI RIE ST

O
. q \ et *: A4S ek O B
HN/O/ ® NH+ 2 O T ¢ T Y Yr=1 // i ‘)QD%D

p-ODA PETA 7 b@(ﬁ S’EA/PETA 1/2) EF LA W(p-ODAPETA=1/2)

Shceme 1 Synthesis of model compound (p-ODA/PETA=1/2)

—EHDET AW FA X NMEIBRICBW RIS O LR 2 ME+ 572D, X
VIR 72 SRR E U CARRREAT o 1o BUGSRM D 17228 F 551E  PETA OALIAREI A
7 2 RERIATRIERE . FHERAIOWMEIS ., FONEEB L ORI THY . 2 b DR %
HALET LA ZERL U=, WE L2 RS o7E % Table 1 127797,

Table1 Conditions of model compound reaction

-ODA: NN B4 Ll IR
Rt RUGHAE /;;%r“(bﬁ %) ﬁ%ﬁ? J m%’{c/%)# &
12 fHA(PETA 4 &) O PETA-I0 & RS 30 1.2 f% SER/60
1:2.25 {154 @0°C TD i 30 2 1% 0/60
(PETA /N Fl) @0°C, AREEHK T T DR 10 5% 0/120
1:4 f15A @0°C TO i 30 5% 0/120
(PETA Kt 7l) ®0°C, #RIAH T TORIG 10 5 % 0/120

[FE5R & EZ42] 18 PETA-I0 & RISf: TR A D4y F 8455 4 (Fig. 2) TlE. &7 U1k
B B v —27 (Mw=1095) LIS . &5 F B US4 (Mw=2000~5000) O il A 73
RSN, YEQ B L OVNER(2.25 £)D 007 005

PETA Z HW/=AM® DSC HIE TiE, WINd sl
PETA HMOREA LY —Z7EE LY HIEVWEZ R L
72(Fig. 3), ZDJFK & LT, REULT 2 > (p-ODA)

kAT 2o F = L LR = VO MENE 4001 [I| popapeta

Z bbb, £z, GPC ORI D, PETA Z/Nilh 2o MW=759§/‘ \ S’Ji'i'ilf"c’*ﬁ’%)
FIH W= SEQ@TIX, &5 1 &R SR & i) < . Ao Mw = 4061

p-ODA/PETA
\| (52 H;1/2.25, 10wt%, 0°C/2h)

600
p-ODA/PETA

(H1:3Ak;1/4, 10Wt%, 0°C/2h)

26 28 30 32 34 36 38 40

&% 2 LR ENTZ(Fig. 2), Log M
\—@F%%‘—’X I RBIGT R /O)Eﬁiﬂ%ﬁﬂié Figure 2 GPC curves of model compounds
IR EI(4 5)D PETA & HW - MEn o PETA mpe167°C 324°C

%aﬁk F(MW=759) 388 M L 7= D D m/\q@
Jﬁm%%k% IR CE DR bnols

p-ODA/PETA(ZE T 10 & R

(Fig. 2). DSC #&J(Fig. )/ &, FEE— 7 1 329°C = e

- Y3 =1 A — . N L -~ D

(it S 4, PETA Eﬁ'ﬂ#k A% DR 7&’/? L7, Kith L% p-ODA/PETA(tEIA;1/2.25, 10wt9%, 0°G/2h)

%IJ(D PETA & FIVEREHC &0 LA S FIERE £ rpgore o~ —290C
BT DORMIGT L OREZER L., SR p-ODAPETA(HEIAIE; 114, 10w%, 0C/2h) .

TV F oA ANRNEEET 5EF L Teere N

EMEIERITE D Z ERbholz, TNV KRE 0 50 100 Tté%pgéoatuzrlsg("g 30400

P L ARE LI B ORZENEZ Fig. 4 1T Figure 3 DSC curves of PETA and
R, REORIKIC 72 &R, B PETA model compounds
2015

185



KIRDENE LTI R OGS, P18 PETA-IO [FIERIC |

250°C~300°C LIz T H BB 2Bl S vz, —T7, ~_

AKD PETA Kz A9 5ET L8 WIE, 300°C ,\5”’ N
FEORERL &2 5 L RRSNTz, ZAE, Tel

A PETA RISk fr+5 28T, £&LT -§m7_:p_ODNPETA(W,OmmZSOUC,,MW
PETA I K L 7= SRS DU T 5 2 L, DL > | = noomrernmiatiay e v
FOETNVALEYOKBEHNZ LY . PETA ZHW -8 ooy ‘ ‘ SRR 5 Cimin, FET

f: fcﬁﬂﬁ?/f N }"ﬂﬁ%ﬁ: %Eﬁj—g—é - k 73»(:3 f:o 0 100 200 300 400 500 600

Temperature ('C)

Figure 4 TGA curves of cured model
compounds

2. Frlz B REMEITE SV PETA-10(a-ODPA/p-ODA/PETAN=1 D& pRIRET
[EBR] 2-1. —EBE(LFA I FLEEIZ X B PETA-10(a-ODPA/p-ODA/PETA)N=1 DA R
p-ODA % NMP ~Iafif SH7-1% . a-ODPA Z RN « ##(|IE) LR S, 72
R &A% (a-ODPA/p-ODA=1/2) & L 7=, I 1.DOFE T /LARIEICHEV ., 4 (58D PETA Z I
X —RIRFR(EIR) L, PETA Kii 7 I FEREIK(B0 wty%)Ziif L7z, 1 I NMhix, &R
(10 vvt%)?&\ b5 A 2 MMEIEQCR2N)ICTIT - 72, PABRANX., 7 X FEICK L 5 5% &E
DIRETR(EEREE ) ¥ =112 HWe, ISHEDOERIZA 2 7 —/VIZHEAN LK
&g,
2-2. "E¥PEA I FABIEIZ X B PETA-IO n=1 D&KL
ARV — k% Scheme 2 1273, ZEHEIFPHXT T p-ODA O NMP #i&IZ a-ODPA Z N
ZSERVRR S, felT C 200°C T 5 BB S Z & T, 35“5“1%75_/4’ T MMELET R
KAV 2~ —IEHR (30 wt.%) & 1537-, EiRF TR L72RIKIZ 4 580 PETA ZIlx—*&
PR L7215 AR (10 wt.%) LR 7 3 FAECx L 5@%%03%;@%%%{5%4 SN
{B(0°C2h) S ¥ 7=, FUSTERIEIIL. A&/ — A LB R LT,

oriiont ool SO0k o [ J% M@%

© a-ODPA 2 pODA

amine termmated 10

amic acid(a-ODPA/p-ODA=1/2) (a-ODPA/p-ODA=1/2)
é PETA N—O QEK g % EY ///ﬂt?kE‘F@ “OA%
“rt.24h, nNMP O@}N . T 0°C/2h, in NMB, ? & 9&)‘%}
amic acid(a-ODPA/p- ODAIPETA) n=1 (a_olgilI”l‘ 3;%%%5%&?11_

Scheme 2 Synthesis of PETA-10 by two-step imidization

[FEREELE] By I MUEATHEBRD

13 FILORAT & A C=C WA m AL, IRWE | e s MR R o
IRV R L7z, LarL DSC #5%(Fig. 5)Tix. #1 3 Tg=117°C

1] PETA-10 Wit & [ABEIC PETA U OB e — 7 i S

FEL D HIRVME(261°C) & 7o, ZAUE. TR Rk LE: BB I FKIE T TPETA-IO n=1
@@)iﬁi\“(iﬁk L/7LT_7 Ay ‘/(p-ODA)7ﬁ>1K‘?4’ 3 ]\’ﬂﬁ § - A . N \ 348°C
I PETA Rifi 2 Bt S22 Th b eHELZ, T Tg=134C

gjj\ 7 i F\EE‘@@)im%?rﬂiéf:&)c:%&)T \: :/ 0 5‘0 100 150 200 250 360 NZS:((J) CTZ):;
Rima AT 54 I FPRAKLERE, PETA 2445 Temperature (°C)

95 CEEA I NMBIETIR. WIREA I MRS Figure 5 DSC curves of 10 powders
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® IRHIE (Fig.6) ([ZHBWT, 7/ H£@B370em) & A 2 KA /LR =/LH(1720 cm?,
1778 cm™) OWINSER S, 7 I KA

T KA :7‘—@935}2 75§%§A§éﬂflo 7)/—\'1/\—/6 ’“EEIQ\ /‘"V/W\M/‘W‘“““AVIW\ ‘»\‘,*"‘\,‘ MW ﬂ‘”ﬁ.’w”ﬂ
PETA %I AL A 3 MK L=BATIE. © [ins LA
=C 52200 cm) & A I ARV HED a-ODPA/p-ODA=1/2
N 3B S, PETA-IO0 DR A R L 7=
(Fig. 6), _EtBEA I N{k{ETH7z PETA-IO ©
DSC #& % (Fig. 5) Tld, MELFEEE — 7 M3 B-aysdin USRI
348°C lTR & Tz, F7-. REE(L 10 @ Tg iX T ‘W“aw WJ\J‘“ i
PEPA-IO (n=1)® Tg (=132°C) & % 0O i 4 7% R
L. H E’J LT AT = F =L 4000 3500 W%veﬁﬂ%b??o(crﬁf)o 1000 500
A= %E2HT5H PETAIO (n=1)%%H5Z &

N T&E T, Bii=72 PETA-IO iR & BT L X ,
B (300°C) L 7o 2R, AL T VRl B E 2 o ®
L7223, BHIEIEME< . NMP ~EfE L7- 2 &
5. KEBHRA TS THD I ENREBI
7o £ 2T, ZDORE% 350°C T 30 4y H.ZEH
TRAMF 2T LizE 25, BRI

EL. NMP ~RgLleolz, 2O LD,

| @PEPA-10 n=1, 370°C L Z(Tg=285'C) 450

RIGBREOTERE AR LTz, RARMF 2T L S
7oA LA g OBV (Fig. 7 @))%, #1#io 0 00 200 300 4(5')0 500 600
BEALHE & 0 b BN (Tg=253°C) & etk Temperature ( C) _
(Td5=450°C)75§jU|1ELCF'ﬁJJ:'§‘5 S LRt Figure 7 DSC and TGA curves of cured resins
ZHE, FE U TR PETAIZERK LI2ZEROSBEIT L0 THhDH LB BN D,
VL EORFHEFR LD . PETA-IO 1%, 24 E TO PEPA DkIESM(370°C) & fEFn L. 1L
BHEOIERNFEETH D Z ENH B E e oTz, Loy L, MiFEE & BV EMEIZRE LTI,
PEPA-10(n=1)f# LA 5 (Tg=285°C, Tes=511°C)IZLbt X T AR+ THDH Z LB minoTz,
WiE, 7 ==V F =V VIR = VB OGHERTALIS P RR TH D £ B b D,

%T

g A
1L

Figure 6 IR spectra of PETA and products

@

@
o

TR IREY
- O#IHIPETA-10 n=1, 250°CF L A (Tg=221°C \ a0

ZBpEA I NEEECB7ZPETA-1I0 n=1
@300°CT VAR (Tg=221C) 70

Heat Flow
Weight(%0)

[F&®] ARWFFETIEL, KAl PETA 2 H Lo 2 b1 2 MeStha x4 57-
OIZ, BT LAY (p-ODAIPETA) DR 21T > 72, FFIZ, KR4 f55)D PETA # H
W27 3 FEE(L0 wt.%) Db A X RAKIE(°CI2h) TlE, mfED 7 =L F =L h L
RNV EBETHETMALEME 2D 2 ERbotz, ZOZ b, PETA ZH L
Td =it A X MeSRM 2L T 52 E N TE T, RWT, ZOFRBIZESINT
PETA-IO D& MRFT 21T 72, B2, 7 FBBWSUNMZI L D7 I v OAKREMZ 5720
AT o 72 BB A 2 REETIE, AR 7 2=V F = h IV R=VEEHET 5
PETA-IO(n=1)Z 4% Z LT x| MHEWE - BV EMEIL PEPA-IO(n=1)IZ tb A+
ThHHLOD, KFEO BRI TH D IESREOREMICA 210 L2 D Z bz,

B &N
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