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L CHMOHIC k- TERE L, EHUIWBH LRI U TR FR Lz & 55

J

13



SNTWD, FMERZIGERMEE MR TH b HEE OB EAEIC k- T
B THOI 7 nT Ty EBAME S, Tg 280 EL7c SR STz, LaLan
OMRERARY A I FEIIMENZ LB TR Y | AR TS Z DIERWEIHED 5 PEFER
ANREE LW Z &R ST,

1.3.7 BUEEREAR AW HEEDO/ER

1.3.2 DFENMERY A I ROFHO L ST EBEHNTRY A I ROMLMEZFR ESE
LHFEBNIZ D, Lo LBOEHEREZ LB L LR WG RICIIOEREZ T2 2 U » R37e < ok,
HLITMBADATHRIET HZ ENEELWNEF 250, PAG X° PBG ZHWeflTrho
HOMLTIERY A I MEIHRETH 5, F/MBADOHLTRI T I v 7ORY A I NE
EEL TV D EBNLIH D4, BiTb 7220, R T 2 v VL HEEEMAEDETA
REZRE STV A HIIEH 503, EOGEITEMHRTICA I MEPET L, FaN T
725 FHEMED & 5 [21], # 2 TA 2 MURED 7= DICH R R L 2 BVCHRAE STV B &
L TR A & 2 [22], B TERASHTIT T E CEE R X2 T
TR F U AARE LI F3 & D | BATAFRICE N T, BT A I ¥ Y — LT =4 2%
A DEMEEBAERC OV THE SN T S[23](K 15), FATHREOBRITTRF v &
BUR IR AR OIRG IR L EMENR B < =160°C-5 min. TTARF UMk L Tz,

N
0 »
,O/VLN/\\ h
N COOH
o \t/ /@»)\/
0]

|
PGEFEAEHAL PIGEFREH2

15 BRI AR O ED]
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1.4 FEFFEOBH L HE

AWFFECIX, BEMEREIRR AR Z VR Y A I REORIR I & &iE - mki -
EIMEDRARERAR U A I RO BN OGO T BRI ERE R T I v 7
BROMAEDRICLE DRI A I RT7 4 )V AOMBIERRIZBEIT 2098 & BIRERAF Y A I K
T o I OB 2 BT D T o0 OBME AL AE RN BT o it & S L T,

52 BB AR OBEENCE L THRAEL, HERRY 7 I v 7R EHBEDE
TIRIRANEAC A X MBS LT UESRr MRS ) B9~ D P98 4 2 L 72,

% 3 B CITHRERE MR EARER R Y 7 2 v 7 R L BRI AR 2 A S DY D b
T, MNEWEA MR L7 E E8IMEA M ESE DI BHITEEWRY A I RERE
THZEEAREE Lz, EMEREWRY T v 7BEHWD Z & CEMERREAR O
RIT Iy VBSOS A T = X L FE THREE LT,

H4ETIE, B 3ETHETE RS TLEMBWEL AT 2EEY ., @R Y A I P
EVERS D72 OMETE AR Y A I RIEOHEEE - f O T 2 S0 L7,

FHETIIREDOE LOETH L., SBOFTFIIEIZ DN TR,
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2 BURERAFRERY T I v 7BOMAELRICEIDZRY A I K7 4V AER
2.1 IXU»Iic

AETIE, RV A I FORIBALO TFEEBRT D720, HBENRY T I RNHARY A
RO IS ERET A Z LICEH L, BHEICEAEERY 4 2 Mea KT AREE41T -
77

N
¢y N

X_COOH
¢y
COCH N + o
H o)
~o
IMP \/4 ™M AMCA

COOH o 0
Q O H H R
N 0 N gl Y N 0
150-250°C
o o
n
PI :

HOOC
PAA

A% —251 IMP &z 250°C LLTF T PAA OE I MBS

2.2 FEBEZRIAIFR

BIMEARY A4 2 FIZEOmEWE & BN E AR b, REETH D720
AIRAESIR & L CRS BRSNS, RY A I NRIBMEZ R FI2% v 2 S L THIELL TR
VA REERT DFEIMONTNDEA, ®IRTOA I MELERLETH H[1], 2D
7=, EIREETER, ZELTLE Y FIFAF v 7 ERMBEOBEHNE L <. AR
HIREALD &V D R B 5, KR TOLMISEDRF SV TOE T, BERIRE MR
EA X MEEMET L, FERREES LRV, ZDTd kT A I NMuoD L 5 ITFREKY
LAV LG TR AIRECd D L WG STV DD, IRINFIDERZE 72 % AR
VETHY, TRESHEZ D V) REnd 5(2],

4, 1,87y s ul5.4.0lv 7 472> (DBU) 72 EOHEE AW TERIETO
A 2 MERERSND Z ENFE SN TWBI3], ST B LR B O SUSHE % @
FMACITHIAR =R L X =TT 7 h oA VYA I FENLTHEECI-TRZYD, RY

AIREAERT D ETREND, 7212020 K 5 RERE LAY OwE R ITATEL EMENEL
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TEMICHEAT 2 2 LIENEETH D, BHICD DM OZEME 2R L. ¥ — b
WEMRFT 272007+ FRX—2V 2 x L —%— (PBG) I[CLo®ELHD, HEDOWKE
IR USROS U TR A AR T 22 212k [RIRTOA I MeRrles 2%, Lol
WH, RITIvIBOA I MEDT-OIZEN TREPMLETH Y, ZHUIRY A I RAE
TRAEHEST E W I RaE A7 5[4°5],

Z T, BV CTHEEEZ AR TE DR A I MEEHROBE SR RB LT
B ZHETOE ZAMEHRE TV RN6-T], Lie-> T, =R F kAl e LTz L
723 A IFYYN-3U- A MFT T 2=)-F b F UEIMP) 25, e LTORY 7
JEEDA I NI A ATREAMRES L7 (8], BEIERAAITH 5 IMP (LR CI3E LM%
ML, B EEZ A ESE 5, EMATRICE O CRIBHER CHET S 2 & T
BrE7e EOBMEE ETHZ LR, KIETOA I RMEREM ESEDLZ LN TE D5
LWBESERAM A Z G L, BB Om AR Lz 2 & aRET 5,
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2.3 =B

2.3.1 K

ABFFEE TR 2 IO THEM L7z, $ N TOREIIHERES, TOEEEMIC

7=,

% 21 RECHIN LMK

A

3U-A XL T7x2=N) T IIOA NI O
74 K

Alfa Chemistry Product List

xF )T —F)

FUJIFILM Wako Pure Chemical Co., Ltd.

FZFALT I

FUJIFILM Wako Pure Chemical Co., Ltd.

A IH—)L

FUJIFILM Wako Pure Chemical Co., Ltd.

RERKFET B Y DL

Tokyo Chemical Industry Co., Litd.

ez FUJIFILM Wako Pure Chemical Co., Ltd.
Wit~ 27 %> o A Tokyo Chemical Industry Co., Ltd.
~FH Tokyo Chemical Industry Co., Ltd.
il = /L FUJIFILM Wako Pure Chemical Co., Ltd.
AZ ) —)b Tokyo Chemical Industry Co., Ltd.

VN2 RN

FUJIFILM Wako Pure Chemical Co., Ltd.

T hzekFrT7 7Y

FUJIFILM Wako Pure Chemical Co., Ltd.

v AUy R THEKY)

Tokyo Chemical Industry Co., Litd.

4,4-C7 2 )T 2= )Lm—T )b

Tokyo Chemical Industry Co., Litd.

CAFATERTIR

Mitsubishi Gas Chemical
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2.3.2 &

AR LTALE M ORIEICIL, Trioas 2 i Lz,

NMR: Bruker #% NMRADVANCEII (600MHz) , DMSO % B/KF LM & LT L
77

FT-IR: JASCO #:4¢ FT-IR600, KBr % I\ /=% 7 L v FMETHHE L 7=,

TG-DTA: Shimadu 8 DTG-60 % f\ TR 21T 40°C 75 300°C & TH-
IR S HELS & JE L7z, (5°C/ min.)

AR LTBEREAFE R T Iy 7BOBETOFEMICIT Tt O 2 H A L
7=,

TG-DSC-MS @ T 5ol 5 2 &

TG-DSC : NETZSCH #:# STA 449 F1 Jupitar
GC : Agilent Technologies % GC 7890B

MS : JEOL #:# JMS-Q1500GC

GPC : TOHSO #-# HLC-8320GPC.DMF % IR fifik IREERIT U v B2 L LiBr 28 L7,
TG-DTA: BA 2— A AV A2 YEDE TG-DTA 6200
TTESH  Elementar #£8 : vario MICRO cube

WU A X MRIAE S 2 B 025 1E & IRRRE . I REAm I 13 T Rt O 2 4551
L7,

O FAVUA I FE/ER

&> h7L—hk : AS ONE L% HPR-4030

VCD pump : KASHIYAMA INDUSTRY # MU600P-018

No A —7 . : Espec fHfUKIE%E 7 U — 2 F—7 2 SCO-22H-BL

@ ML JE R A
Bl MR E I E 4 - ULVAC 184 Dektaks?
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@ A
FT-IR: JASCO #:#¢ FT-IR600, # 7 A FHBUZ A L, ATR i CTHEAM L 72,
TG-DSC : NETZSCH #:# STA 449 F1 Jupitar
MS : JEOL #:%# JMS-Q1500GC
EZ-Test : SHIMADZU ##{ EZ-Test CE
UV-Vis-NIR Spectrophotometer : SHIMADZU #L:% UV-3600

2.3.3 BUREFRERI DA
NIERESEIZ, 3@ A X T72=0) Tr7VaAraTA4 ReHRBERE L,

1-[AE) -2-(4- X " F > T 2= )V) =T = )V]-1H-A I XV — V%R T, BHULED 3-1 I &
U834 A N7 z=0)-7a et o iAIMP) & 45k L7=[9],

N
N I\
\§>N ™ N/\\ 49 (o]
i~ o
O

TEA Potassium hydroxide
| Diethyl Ether | Methanol

AF—AL2 3FUA KT T 2= V)T 7 U REHET S IMP O&KAF—A

2.3.3.1 1-[AE)-2-4- A + XL 7 z=N)xF=N]-1H- A4 I F¥ VS —ILDOERK

5.90g (30 mmol) M 3-4-A FFTT7=x==L) 77V ALraFA F% 100 mL ® 3 >
N7 7 A ZERFRKFTMA, 50 ml OF g =FLo—7 L hUTF/ILT I 418
ml (30 mmol) ., BLUA I ¥V —/L 2.04g (30 mmol) ZAfRL. IREWERIE T 1HF
FEEE L7z, BUSIRAW A /K 50 ml, SaFnKEE/KSET & U 7 SOKEHE 50 ml, 1N HifR T
L, AMEZSMEL., Wi~ 7 R0 0 AT L, BUERME L, WL LTrdy v
BLOWHR=FLEHHA L, XEHAKE LTV DAV EHHT T L u~ T T
4 =XV EREITO, 1-[AE) -2-4-* F ¥ 7 2 =)= T =L]-1H-A 2 &V — (i
1) (8.41g, 15 mmol) #7/=, 77U L — MAEBMIZESIERIT 50% TH-o7, 55
N7ALAWIE TH-NMR & 18C-NMR, } O FT-IR (& T 2 70 L 72, (X 2-1~2-3)
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1H-NMR (DMSO0):8.68 (s, 1H), 7.98-7.85 (m, 4H), 7.51 (d, 1H, J=7.5), 7.15 (s, 1H), 7.09
(m, 2H), 3.82 (s, 3H),

13C-NMR (DMS0):162.3 (2H), 148.8 (1H), 137.2 (1H), 129-133 (3H), 128.1 (1H), 117.2
(1H), 112-115 (3H), 55.3(1H)

IR (KBr, v, cm-1): 3103 (N-H), 2837 (Ar-H), 1694 (C=0), 1599 (C=C), 1514 (Ph), 1086
(C-0-0),

AL LJJJJ.I L a Jﬂ ..

T T T T T T T T T T T T T i
.0 8.5 80 7.5 7.0 6.5 6.0 55 50 45 40 3.5 3.0 2r=t

Chemical shift [ppm]

2-1 1-[QE) -2-4- A + %> 7 =z =1)=F =)L]-1H-( I ¥V —/)L®D 'H-NMR A~ kL

23



UV ﬂ_l_L I

160 440 120 100 80 60
Chemical shift [ppm]

2-21-[(AE) -2-(4- A " XL T 2= ) =F = L]-1H-A I ¥V — 1D

BC-NMR D 2x~7 v

1599
1239

1086

986

Intensity[ a. u]

3103125

2837

3000 2000 1500 1000

Wavenumber [em 1]

2-31-[1E) -2-(4- A ¥ Tz =) =T = )L]-1H- A I X/ — /LD
FT-IR A2 kv
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2.3.82 3AIFVIN8URX XV T z=N)-T v F UBRIMP)DOARR

BRI A A2 72 500mL O 2 A% v 7 7T A2, 200mL DA X ) —LEFHEANL,
30g DALEM 1 ZiafRE Lz,  RIZ Tg DKL U U L ZREHRICINA T2, RIZAZ
— VIR % 40°C TR LTI A ¥ 7 — VAR E L W% 200 mL OKIIRE S w72,
B ONIIREEIC 200 mL OF F I b R 7 J 021z TRAEB LU L. KA
L7z, KIBF., s 4 g # /%, Ethyl acetate 100 mL & {EA L CHEFE L. IBRARIRZ &
B, WMEESEE L, BB ERED T CEREL, 4 I4 Y — s IMP) %1%
2o ALAWOREIZ 'H-NMR & 13C-NMR ,FT-IR & £ 50#m5Ef L. TG-DTA (TRl
161°C #HE L=, (X 2-4~2-7)

TH-NMR (DMSO0):11.724 (s, 1H), 7.838 (s, 1H), 7.340 (d, 2H, J=4.3Hz), 7.321 (d, 1H,
J=7.2Hz), 6.893 (d, 2H, J=4.3Hz), 6.876 (d, 1H, J=6.1Hz), 5.695 (dd, 1H, J=4.3Hz,
3.2Hz), 3.720 (s, 3H), 3.250 (m, 2H)

13C-NMR (DMSO0):171 (1H), 158.8(1H), 136.2 (1H), 132.3 (1H), 127.7 (3H), 118.2 (1H),
113.1 (2H), 55-56 (2H)

IR (KBr, v, cm-1) : 3200 (N-H), 3144 (Ar-H), 2888 (C-H), 1709 (C=0), 1612 (C-N), 1517
(C=0), 1183, 1113, 1077, 1031 (C-0-C)

The melting point was 161 ‘C by TG-DTA.

Elemental anal. cale. ; C, 63.40; H, 5.73; N, 11.38; O, 19.49.

Found: C, 63.50; H, 5.70; N, 11.30; O, 19.50.
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e J\ JL_“ _1_

T T T T T T T T T T T
12 11 10 9 8 7 6 5 4 3 2

Chemical shift [ppm]

24 3AIXVIYN-3U-AFFTT 2= N)-TFuabt’ T O I H-NMR 227 kL

__IJL__.._ I o I

T T T T T T T
180 160 140 120 100 80 60 40 20 PPIT

Chemical shift [ppm]

25 3AIXVIYN-3U- A NFT T =) u b F oD 1BC-NMR A7 ML
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Intensity[ a. u.]

3000 2000 1500 1000 500

Wavenumber [cm ?]

X 26 3AIFXSVN-3URA LTz N)- T F O FT-IR A7 L

18 r
16
14
12
10

DTA nV [a.u.]

S N &~ O @

50 100 150 200 250
Temperature [°C]

2-7 3 AIFXVUN-3URA XL Tz=)V)-TabF O TGDTA A7 L

2.3.3.3 PMDA-ODA RV 7 I v 7 BR(PAA)DAFR

10.01 g (0.05mol) D 4,4~ 7 ) V7 2=l —T )¢ 33mLOYVAFALTE T
2 NE, BIEAHSAM AT 200mL O 3507 T A3l BEFHLAT. B CIEML
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F L7, WIZ, 1091g (0.05mol) 1 AU v Mg MKW AN A, IRAIKAZ 1 FEEHE

HLTHGzED, EARERT, BONTRY ~—iKDs5F

L7z, (X 2-8)

BN GPC 2 TR

Bk S 7z PMDA-ODA BOARY 7 X v 7 BR(PAA Doy 1 & X O BUE &2 2-1 1R,

R.l. Intensity [-]
T

1 ] 1

5 6 7 8 9
Retension time [min.]

10

12

13 14 15

¥ 2-8 PMDA-ODA RV 7 X v 7l GPC A7 L

# 2-1 PMDA-ODA RV 7T X v 7 BRDNVE) o1&

M

Myw/Mn

PAA(PMDA-ODA)

160,000

3.10

2.3.3.4 PMDA-ODABIRY A I FPD 7 4 /L LDFER

AR TIERY A 2 RIBRICINE T ot 2 &2 Wiz, BT 25K IR 73 v 7 g

PAA®KZAE 22—k L, VCD #i#% A\ C 13 Pa £ CHEZEFREE L, ZE5H T 80°C
T10437Ry b7 L— MTTMEA LTz, EDO®%RIEMEHEA—7 L NEEHR CHREIREZ =10
ppm (2L, FRE T30 0MMET 2 Z L2k 0, HTAEMEICKRY A I FPD7 4 V&%
Lz, A4 2 FMEEFTIRICE>TT 2 RE—27 DL LA 2 FE—2 ORI THAL

77
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2.3.4 FHESGIE
2.3.4.1 TG-DSC-MS T & % IMP DOZ )RRl

IMP (30 mg) % 7 /v I BEFITHAL, ROBBAWEZT LI HBEEW-ZLOZHERKLE L
77 DN O REBGEF OBIER L FAE LT-H AN 2 FRIFICER x5 X 5. TG-DSC
& GC-MS Z#s) S, £ x4 FilORMICRE L, BUyoXEh 28122 L7,

FHlZERE : TG-DSC
IR EEHEPH © 40~500 °C
HEFZH - He

ik 50 mL/min
FHIRHE 10 °C/min
oY —& A7 type E

PHmEEE - GC

F—7 R 300°C
717 L Agilent & HP-5
#7 5E 130m

717 HNEE 1 0.32 mm
717 LR 1300 °C

HIEFRIHA © He

AHmAEE - MS

I ERF/ 47 min

EM %E/E 750 V

A AbEGR 25V

A F AR F— 70 eV
A A APRIREE 250 °C
Q-pole i : 70 °C

29



2.3.4.2 GPC T X 2 RrRZ& et O FHE

PAA IR ORI ENE BB+ B0 & BRI K 2 7 /B K- TRl L7,

2.3.4.2.1 BIEFRHAEKE O

BTOY TN OFHIIRE 15wt%IZEET 5728, 15 wt%® PMDA-ODA BIARY 7 3 v
71250 g2 IMP 0.75 g(3.0 mmol)) £ P AF AT F7 2 K 4.25g % 100 cc /XA 7 IUZ
BANL, EHEH T 2 FEENT T L., FHIHOBKR E L,

FHEGHEE LTA 24— 0.21 g(3.0 mmo) b [FEEIC AF LT R T 2 K 1.19
g A TEHML., Ml OwEKE Lz,

2.34.3 FT-IRICEARY A I FEDOA I MEROEH
2.3.4.3.1 BIEFRRAEE O

RO TR L EMEME R L W U 2.83.4.2.1 U4 CTRE L=,

2.3.4.3.2 FT-IR 8l 7 14 VA D/ER

2.3.4.3.1 TR EN7AKAZ10x 10ecm OF 7 AR EITH FLTAE Y a— k Lz,
By N7 L— MZT80°C - 10 ZnEA(1st JiEY) S, MR 15~20 um OBEREAE TR L7z,
O 1st MEATRRESNIZRY 72 v 7 BRIEICEIBRHE A — 7 2 AV, BREWK FICL
BRI 2nd INEAE TN L7, DL NIZEREZ AW CBERERNELIRELZTFOFINTH D,

F—7 &AM+ D80°C -Air, @80°C -(02 & =20 ppm), @150, 200, 250°C -( Oz
F£ =20 ppm) -30 53., @80°C -( Oz =20 ppm), ®80°C -Air,F-IEHFE: 10°C/ 5y

FIVERDORY A I FOFEREA I MEORER LT 5720, FA—7 2T
DIEICEZHZ TR TICBWTOEA T MMz i LT,

Oven &:ff: © (D80°C -Air, @80°C (02 R =20 ppm), @350°C ( Oz JRSE =20 ppm)
-60 47, @80°C (02 JRE =20 ppm), ®80°C -Air, FH-iRiEE: 10°C/ 4
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MR TR DR Y A X REHRBES 2720, Uy 2 —2 O THEROBEORY A I F
JRZHID, RY A I P2y M THEZR, DR R S B THHMhi2 206 L7z, =
DFETREETE VAR Y A I FEIEARGHE & L7z,

2.34.3.3 FTIRICLBA I MeROEHGE

2.3.4.22. THOLNTHIEZ FTIRICL Y 4 X FMegE FiRo&E TR L, 1 I M
FOFMHEE LT, &4 (IR) /B XKV 18370 B XUV 1500 cmt @ C-N B L O
1 C=C fiBIRIET A E—2 ZENnZEa, b & L, HEEEOICHT 51 2 FE@OFE
BaA I MERELTEHE L, IR AT FLDO IS 2 DOWILRMN D RO %
LA X FMeofeE % ke L7 [3]16],

a/b[sample]—a/b[initial]
a/b[imide]—a/b[initial]

Imidization = X 100

KD a/b IZHE < FEIMOM O M & SCFIE, RY A I FEOREZ R L TWD, #ilziX
[Sample] (T4 MNEVEE 150, 180, 200, 250°C TH> 7V v rENRI A I RThD,
[InitiallZ 4 7 A A B> 22— MEIZEPICKRKFEAK FIZH T 80°C THEA L 72 RIED
T4 NVETHD, [Imidell TR FFHK FIZBWT 350°C T 1HREBIMALZARY 4 I R TH
0., BEICA I MELKREE 225,

2.3.4.4. TG-MSIZE ARV A I FEOEE IMP & M2 07

2.3.4.3.2 ORNERE & FRRITIBIEERNZR Y A X RIEEZR L, AU A I FEICE”
LT\ IMP B3RO A 2 &4V — )L DiBHi % TG-MS (2 TRl L7z, JIE 5T 2.3.4.1 L [H
HThH o,

F72 IMP B51F L TWDHRY A I RIEOE RN Z IMP 23S AL TW WA Y A 2
R L e U7z, JIESMFIE 2.3.4.1 LRIERTH 5,

2.3.4.5. RV A I FEOEIMHFEE

2.3.4.3.3 FHIR A & RIERICAR U A X FIEZ TERR UEEBRAYIRAE 2 JE L7z, bR Y
A X PG IS0527 BUKIZHEML L 72 AR D & o ~ NV RERER |y 2 #T Bk = | 51 3RMONIE
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R 25, SOl 2 AV, /IR ERBREIZ T, T v 7 BB 20 mm, 5l
R 5 mm/min. DA CTR U A 2 NIEOBEWH R OV HE LT,

2.3.4.6. FHERZRIC L 51 I NMUEED Kk

FEHEDZRI T v 7L RY A 2 OGO TS PRIEO L E(bT R
F—z2RHHT 572 gaussian09 & F\ 7o, F7ISHEIEICB W CIIEIT U E 2B IR/ T
L72[10], B HOBITERBESIEIC 31T % B3LYP 6-31+G(d,p) D A B % A 1 L 7=,

24 REBE
2.4.1 TG-DSC-MS iz & % IMP 0#\3H)

RYT 2 7 BROMA TN TO IMP OBESE) 2 7195 7250, RO RIE T2H)
EHREE L7,

FAIXVYN-3U A XV T ==)-T A BIMP) % He RIS T CONEL L 72 B
?® TG-DSC-MS Difti R 2 [X] 2-9~2-11 127”7, X 2-9 TIT#Y 170°C {43 TRlR & b %
WAL — 7 PRBLL . E DO%ICEAE B DR Sz, & OBE R R4 LI IRE
FEI O T 200°C FED GC-MS 4B L= A7 AR 2-10 TH D, ZZnbA I XY
—/L(IM) & HEE S D m/z =68, 8 LN 4- 2 b F URERBR(AMCA) & #EE D m/z=178,
Flo 1T =b-4- A xR EB U (IEMB) EAHE 415 m/z=134 %8B L7/ R 23K
2-11 TH D, K1150°C b A I XY — L EMEIND mz=68 B EHINTNDHZ LN,
Z OWEFE CHR LI T\ D Z EBRBEIND, £ D%RA I X4 Y —/LITEILTH 170°C
Pt SN m/z=134 &L m/z=1718 M S NTe, ZDZ LMD 1-mT =/L-4-A |
FIARUEBU(AEMB) & 4- A b S UEREEAMCANIA X # Y — VR fiRth, ICMELE
HZETHELTHRHEND Z ERER SN, LA > T, IMPIIMENC L > CTA 3 4
VB AERRT AIIER R BV R AR TH H Z LR ST,
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m/z

Weight residue [%]

120
100
80
60
40
20

———— I
- _’ -
| = \\eight ——DSC |
50 100 150 200 250
Temparature[°C]

2-9 IMP Z~ U 7 LS5EFHS T T 10°C/53 54 CHIE L7z TG-DSC A~ kL.

Intensity [a.u.]

28

18

41

68

51 H
| ‘\‘M

77
| H\‘H

91
119

178

DSC [uV/mg-]

50

100

150

X 2-10 IMP ® MS Z~7 kv
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_______________ - - 100
~

—> N\ - 90 —
L N =X
\ 1 80 :
— L IM m/z=68 N 170 2
By 1 60 R7
ES e ]EMB m/z=134 \ 50 =
g | _ \ ) +
*qé i e AMCA m/z=178 v 4 40 {:ib
= - = Weight \ 4 30 g

i ¢ Y420

M‘ 10

| " f | s s s s \ | O
50 100 150 200 250

Temparature [°C]
2-11  IMP #~V v A% F T 10°C/r 5t THRIE L7z TG-MS A7 kb

Z 2 CR g BT A RGET 5 70D KIRE CIREF L7256 O IMP D4y ffzssh % [X] 2-12
(2R L7z, 130°C Tl IMP 1ZEV iR L7e7n o 7228, 140°C LA EClE 60 45 LANIC B &)
DIERR S, 150°C DIREEIZE L TH D 30 321K 20% EEEAD Lic, DFEVARY A
R A TR T 5 72 O OMELTFZIZ I T 140°C LL ETHAUX, IMP IZIME R S A I &
VNV WERRRAET D I LR D, ZORENS IMP (3 140°C LA LTl AT RE 7 B AL
AR ENWZ D,
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100 200
180
%0 160
g 140
% 60 120 _
E @
< -+ 100 &
z ——130°C_hold ] &
= 40 ——140°C_hold %0 GEJ
5 ——150°C_hold 160 F
= --=-130°C temp. history" 4
" -==-140°C temp. history
=== 150°C temp. history 120
. 0

0 10 20 30 40 50 60

Time [min.]

2-12. IMP Z~VU v AFHK FICB W CERSMETHRIE L7z TGA #ifk

2.4.2 GPC T X 3RvREEM:

R T 2y 7 BRRR ORI EVEE . B0 TR OZb TR L7 (X 2-13) . £7°7
BIROIERLE LT, WEIZ2 LD 15%PAA & 15%PAA ¥ 50 g 12 0.75 g (3.0 mmol)
D IMP & 0.21g (3.0 mmol) @ IM % &TeKimik ATk L= G&2-2),

EFREOFRENE E O TP EMEDZME1T 25°CIREE S T TR & & 124y B2 37l L
Tz FHBFORRY T X 7 BRITMKSEE FRES & HEE SN D0 T BOHBSHER S
TW7ens, IM 25T PAA-3 (3 450 RFfIZICm 2 F RN L, 650 FEfilic W\ Tid s v
b5 Z LR SN,

FFEOEAITON T, WRPIAFET D IM PR S UTHRE L, BUERRAR & L
TA Y —ViFE kG2 A+ 5 IMP 3y FBEZERICH TH - 1=,
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# 22 HARVT 2 v 7 ERPAA) DR

PAA A B
PMDA-ODA 15wt%
PAA-1 -
(16.2 mmol)
PMDA-ODA IMP 15wt%
PAA-2
(16.2 mmol) (3 mmol)
PMDA-ODA M 15wt%
PAA-3
(16.2 mmol) | (3 mmol)
1.0E+05 -
—o—PAA-1
8.0E+04 ~ = PAA'2
6.0E+04 | PAA-3
- 4
= ,
S 4.0E+04 AK
2.0E+04 |
0.0E+OO 1 1 1 1 1 1 J
0 100 200 300 400 500 600 700

Time [h]

2-13 25°C CY AT N7 b7 2 FIEERT ORI, IMP X ONIM Z 3 L7z
AU T 2w 7O+ EOMMn)
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#£ 23 25°C CUAFNTE T I FIEEFOMERM, IMP L ONIM 2l L7-
R T 2 v 7 BROKEER D4+ 8 (Mn)

PAA-1 PAA-2 PAA-3
Initial 5.4E+04 4.1E+04 4.5E+04
70 hours 4.8E+04 3.9E+04 3.4E+04
200 hours 3.1E+04 3.6E+04 3.4E+04
300 hours 3.1E+04 2.8E+04 3.56E+04
450 hours 3.1E+04 3.5E+04 4.8E+04
550 hours 4.5E+04 5.3E+04 8.2E+04
650 hours 4.8E+04 5.4E+04 Gelation

2.43. FTIRICEZARY A I NREDOA I FER

TG-DSC-MS X ¥ He RS N TIMP #IET 5 & A I &7 — L) MFAET 5 580
MR IN72(2.4.1), ZOEENA I MUIZH S LTV D 2GRS 5720 K IRESR D A
I M=% FT-IR Z HV TRl L 7=,

A X MMEROFT 5 S LT, AR (IR) 4EiEIC kv 1370 B LT 1500 cmt @ C-N
BLOHER C=CERITHIET D=7 bA 2 MEREZFHA L IR 2227 hroZhb
2 DOWINENG | 2.8.4.3.3 TRLEARZEM L TA I MEOREAZRE LT, 2.4.2 &[F
FRICARIE L 724 PAA % 2.3.4.3 2.0 FIATMEVER L7=AR U 4 I REZFHG L 7=,

2-14 1% PAA-1 % 350°C T 60 MM LAY A4 X NEZY 77 L2 2 & L IMP
ZUINLUT- PAA-2 OMBNEERNCFEM L2 IR A7 ML THY, 7 RENDLA I NI
~OEPHRTE T, V77 LU ATHD 350°C -60 4y & B R AHKI 2 N L 7= PI-2
DIR E—ZFEE L THD Z 0D, ZOMO ST ETICA 2 MEAEITLTVEZ L
DIERR S LT
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F 7R PI-1 @ 250°C & IMP ##A0 L7= PI-2 @ 150°C DA 2 FERIIFRZETH -
77 (1 2-15) . A I XV —AZHEIM LT PI-3 TH A OME B SR S 4. B2 E MM
WA I HZY =L IMP IEFRIL LD A 2 RAWEERARETH D Z & NR ST,

%24 HRYTIvIBEERYA I RORRL

Pl NnELER PAA AN
PAA-1 PI-1 PMDA-ODA

PAA-2 PI-2 PMDA-ODA IMP
PAA-3 PI-3 PMDA-ODA M

C=C(Aromatic ring} C-N(Imide)
1500 [em™]  _J | 1370[em?]
El
5
g
=
= A)
5 e Y
2 e i 1|\
o — ES—— i ]
o 11V
BV 1 1\
- !
& N &@p
‘:E: _,"L'll
N e O
3000 2000 1500 1000

Wavenumber [em™]

2-14  IMP Z AN L 7= PAA % &R 30 43 FENEL L 7= 80°C (A), 150°C (B), 180°C (C).
200°C (D). 250°C (E) LU 75 L > & PAA JE(F)D IR A7 L
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100% r
90% r
80% r
70% r
60% r
50% r ——PI-1
40% r
30% F PI-2

Imidization [%)]

20% r PI-3

10% |
O% /u L L 1 L L L 1 L L L 1 L L L 1 L L L J
80 120 160 200 240 280

Temperature[°C]

2-15 PI-1, PI-2, X O PI-3 ODFIEEDA I N{E=R

2.44 TGMSIZXAARV A I FEEROEE IMP & iiEwE

IMP Z WA Y A I FEERNIZ IMP 2358 L T2 0MREET 72, PAA-2 2 N#kA
I MEEH7 PI2 12 TG-MS ZHWTCA &Y — VRO FEAET 2 Dafii L7,

EF T T150°C-30 yOMATRE T o A TEREINTZRY A 2 FEE TG-MS @ He
FHE FIZBWNT220°C LA ETA I XY — LVHRLHESND m/z=68 D — 7 N A
L72(2-16), LA L 180°C-30 DI TIE TIEA I &Y — AVl EBES NS m/ z
=68 DE— 7 Bt & 7e o 7z728, 180 °C -30 43 LA EOMEAT v 2 Th L IMP (X
PR L7anW 2 LR & Tz,

F72150°C-30 23 CILIMP BR, & LI IMP 22O RS NTaA I XY — BRI T
Y IO TIVR R PR LT 2 & T, B RRS B IRE SR A BRI T R
L7cEBEZ LD,
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L —150°C
=t ——180°C
20

=]

3 L

=1

R

J : . - : e

50 100 150 200 250 300 350 400 450
Temperature [°C]

2-16 IMP # s L7z PAA @ 150°C, TN 180°C THEMED PL 7 4 VL~ 7 A
PR T TR 10 °C/oy CTHIE L7= MS A7 h L

TG-MS & FEFRICHH- LR Y 7 2w ViR Ea VT, AU A I R7 4 b0 TGA %
HIE Lz, Z4UE 150 °C B TARIZHBNWTAR Y A I R 7 ¢ L AWIZERE IMP, K OV IMP
KA I —MEENIFET D 2 & T, MEVFREICEEN & DHGET 5 72 0I5l L
7=

ZORER, 150 °C OIIEA 2 FMeEh 7= IMP G4 K Y A 2 K PI-21% 350 °C &4 F T
FRAFE D 96%FREITXT L IMP IO R Y A I R PI-1 OFR FERIT 80%FEE & 720 |
PI-2 ® 53 PI-1 L0 bIHESRE N Z LR Iz, (K. 2-17) ZoZ &b IMP IR
ARV 7 2w 7 I35 IMP B FE L TH A X MEEREW T2 OB 5 B & 230
L MMEWERE ELEEZDND,
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105
100 ™~ —"\
95
90
85
80
75
70
65 —150°C_PI-2
60
50 150 250 350 450
Temperature [°C]

Weight [%]

——150°C_PI-1

X 2-17 150°C THIEAL 72K Y A X K&~ 7 AKX T T 10°C/o 5 CHIE L7
TGA A7 k)L

2.4.5. WY A I FEEOEM

2.3.4.32. LFRRICZARY 7 X v VT BEBIEZ T 7 A KR BIZERR L, EFRFEKTICBIT S
IEACHRY A 2 FIEZ R LTz, BIEAY 70 2.3.4.31 ORY T 2 v 7 BRIER &2 AV
oo A X MMELERY A 2 FEEIER 10 um 2T L. R U A 3 REOREET S OZ 1)
E LT, ZOfER, 150 °C TiX PI-1 TN T SRR T Z &N TE R0 o723, IMP &
AIXS—NEFEALEPI-2 & PI-3 7 4 LV ATHIENRARETH - -0 ZHUTRTRDA I R
{EFRIZIBWT PI-1 1% 150°COMEGEA: T 61%FRE Th > 7o DTkt L, HHEFEAERZHEA L
72 PI-2 & PI-31X 88%LL L THo7272dA X MMUITHED AU A I FEHOMIEMED W L
T LIRS THRY A X FIEOEIER M B L7z & BE S D,

F72 250 CCMA TR CTHIET 5 &, HEBAEAZRMUIZRY A I R7 b A%, R
MDD PI-1 & HeA_THEE e EOBBIMEE 23 m L Tnd Z &3 R s iz (& 2-5) . X
2-16 IZHARY A 2 R7 4V ADIES-OFT BBz R LT D,
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#2-5 150°C, E£721%250°C T30 77MMNzEL L7z PI-1, PI-2, KON PI-3 ORI RFE

PI AN PR [°C] | Ts [MPal | E [%] M [GPal
150 — — —
PI-1
250 172.2 55.4 2.3
150 193.1 48.1 2.6
PI-2 IMP
250 198.2 78.7 2.7
150 181.9 45.1 2.6
PI-3 IM
250 206.3 71.0 2.9
250
200 -
<
Ay
2 150 -
n
2 100 - ——PI-1_250°C
——PI-2_150°C
50 ——PI-2_250°C
——PI-3_250°C
0 1
0 20 40 60 80 100

Strain [%]

2-18 FBIRE TR S /= PI o J1-OF A fh#
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2.4.6. HEBEBRRICXZHEECLSDA I MUEEDOELE

B3LYP/6-31G(d,p) DBI%zEHWT, B (1 I ¥4V =) OFEOREIZLS A I M
BUS O 5% —ZEE A T 5 LIEAFIET TT 7 by A VA I FEEm LTHY
A 2R & 72D SUSRRHEE O J7 NI CINEUC L 2R Y 4 2 RIS & 0 B 3oL F— 20K
MMM LTs, ZAUREAMETIE BT A I M E RV IERIIE b= R L X =2 S
WZ LT MBI VAR B O SO @ e IRV kL —T T 7 |k
UIVERR L, ZOBBIAKTA YA 2 FARR L0, IR X0 B, R A
I RBERLLT L b nb L HESND(X 2-19), Lichdo THIEFETOLBA IR
LI LK FT-IR O A 2 MEREBENZ L OBB L 25, AFHHICBNTA VA I R
AL R IT i & 7 O C, IO BIRF-E— A MO BEEZIT 5720, 4 I NMEo
20T SIAIE TR D 72 D AR TR LT,

i+54 kcallmo

o #elod o
i { ~40 kcal/mol
no [

cm;"‘;‘ @ sﬂw Q;@SHﬁ@ -+

\::,
) 4145b,

o

0, —_—
N@ i " #12 kealfmol .. (j;(% " < +12 keal/mol
H / /\ LT o] n@_x} /)\ N@
OH S NTTNH { o /@ NH -~ {
J [N —_—

0 kcal/mol

‘~“¥imidazole @Qﬁ +4 keallmol  H20 D° W
.
I SR>

X 2-19. HFHEHERI) T I v 7BOA I MEDOKIGED =R NVX—K AT T T A
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25 F&¥

AW TIHRIEMBICBIT 2R 7T I v 7 BER) A I MES ¥ FIEEEBERT 5720,
AEMEBE R AA 2 N TA I MERARES T, R A I FEOKMIREE R B3 v Ee
AN | O

F91-[QE) -2-4-A F ¥ T 2= )T =)L-1H-A I 4V — L2 T, BT RE T
DEAETLH 3 A IXVYN-3-U- A FL T 2= )-TFurd o IMP)ZARK L. AL
72 IMP OMERF OB 2 BIEL L2, W IOMEEIFIZB W TH 140~150 °C FEEE D ANEL
NHNTHEIETH DA I X —IVRRETDH Z ERHERINT-,

PMDA-ODA DAY 7 X w ZVEEIZHM L, A IZ Y —/VEMBM LAY 7 v Vg k&
D BT EM T m <. Mo EAA X MR S s Z LR ST, A X ME
DAEHEIZ BT H 150 °C OIIELT 90%LL DA I RAEZED FT-IR IZ L » THER S, K
BOMETH A I MEDETT L TWD Z EFEH ST,

—J. IMP Z WA U A X REIZ IMP 238 L CW D DRGEET 572, AU A I FE
Z TG-MS % HWCiHii L, 150 °C -30 47 CIL IMP H3kDA X &V —/L(m/z=68)
220CLL E TRt &7z, LarL 180°C-30 3 DN LRE Tld(m / z = 68) DE— 2 MR
HTH 57 180 °C UL ETHAIUT IMP 2358 L2 Z L3RS iz, £72 150 °C OHNEL
FUTIMP 2N LTEAR Y A X REOFPNERMORY A I FIEE Y §EERERAD D72
W2 ENG, IMP 2FEE LT THIERINAY A I FEL D SEWER WD &R E
77

AU A X REEOMRPEITEEZ RN L2 Y A 2 RO GBI 61%0 5 88% & 1
FLTHBO, EBEESm ELTWe, ZAUdA I MEEOREITIENRY A I RO
EMERM EL72Z SIK o TRY A I RO M L L EBESD,

ARFFENE EFLO Z LB LB R A/ IMP 2R L. AV 1 I ROMIELER Lo
ATREMEZ R L7c, 20 IMP IFENEEMEZ A L TR0, MBI KD A I XY — L2 HES
HLHZ LI, A IFY—VHMRINE O AR L EFFEDENL TN, RV T Iy 7
BEORIBMBUCE T 54 2 MMUIZE Y, RU T 2 v 7O S % SERAR~ORENHIR
S, RITIvIBOILRLAEMENAHINEE XD,
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3 BMEEREREZAVDIEERARY A I F7 4 L LAOEBEEOYE
3.1 Lo

ARETIE, COIRRAARY A X FEOEROFIEEZBERT 5720, HEPRKRI T I b
RYA I R~DUGERET D Z LITER L, HBEICEDIRY A I MEAZ BT Dt

1T-7,

N
Q,\_l‘) (I\Il—\) /©/§,COOH
\O/©)\/COOH N o
IMP IM 4MCA
0 C%OH \/ Q 0]
H H » | _
OO SOsTVE
ooc o} O
PAA Pl

A% —2n 1. IMP ZHW=CTEERAE Y 7 2 v 7k PAA OEA I MG

82 (PIERAFRIAIF

—WEA e B FEAR Y A X R A, DBAICEE L TR Y MER o Es AT 52 &
THEPEICENTZ T T AF v 7 Th D | AL PR EMEIC bERL TV D([1-3],
TR MK E BEEY T I oD AREND 2B EBEAR Y A I R 260 °C Tl D A
=R V=T VT T T ATy 7 LRISEOBIERE 2D, 400-450 °C TOEH Al
RETH D, FBWRREN NS SHEREWICEN TS E VW) Z L bt h D, K
VA 2 ROEOMETER BKDEY L VT 2 Oy O OER BB (Charge Transfer,
CT) & W ILFHEREZ DB DICKT D Z LR BN TN 5 [4-6], = 2 CRFR T2 EXE
PEE LR ERORE VT o BFRICESR LZFEMEE AV T CT 20 L, &7 R Y o
I REAR LG H D78, LnL7 vyFEEGEALMEHIEHETHLZ L, 7 vFED
RN EO & F & DBEBEIERCLE LT- A OB REEMEMERT 5 72 & ORER b
5.

FOTETIIRECEEL, 7 vRFE T2 AWAEEEL2 2 EmE L L CRET 5
WHEZ . RO WRREEZ 2> TND 2 EBFEE 72> T D,

46



BB T 4 AT LA RHEHK EL 73 R I T AMEIRHNONTEY EFEOT 4 AT
LA NRFICENTEL T LR TSRO TFREN S E > T D, ZIVE TIEBEBEMEO RN
BE O RWT S, ZDBHFENFL LR o> TE TV, T BEHLNPFRERA~Y— T+
KV O & W T2 T A MO ZEIT3 UC At & 1l S b 2 & 2380
LTWAZ EZHD, L EREET HIERO T T AMECIIE L, ¥ T AR
MEE LTEARY A I RBEESN TS, 22 CTEROZEEBEL, 7o RET%
MAOWPFITERAMEZ LR T 5720, FHEERAARY 4 I R, b LUIBIEEREARY 1 I Fouf
ZTERHEALTND[9-19], IRERMEEZETHHRY A X RIZCT AR SIHMERENZ L85
NTWAENB, 2ETRLERI T I v 7BEERICF v 2 b L, M TREZETEA I ME
SHLERY A I FEEZEHRSED TRIZBWTIEIRY A I FEXROBEILTWD Z &N
Zrxbd, ZOERELTT I FRIGEDEEFR L IR L THRW oD FaEMK<, g
I NBRRICE T DR R ES ST L0 T EAME T U, SURIHE IR 2. & 7z
ol ThDEENTND, FEBRRRY T I v 7BRITIEA DO FEPEW T DfiE
HAENZDRETHENREA LRV DLTH S,

Z T 2F TR LIARIRMETA I NMEAET T 2 BME R AH] 3-1 I 7> ) L-3-(4- £
F¥v 7 ==1)-7 v 4 VEEAMP) % AW uE s T EOK T8 MmE S, 74 A7 1A X
TV PTREZR B PE (AL, @@l @R AR Y o X REGMT 5 2 LR AlaE & 7
LR LTz, ABRTHWERI 7 I v Z7RIT2ETHW - 44-V 7)) V7 =)o —
TIVERNTERES 21,2457 a~FHh T NI HNVR VY CTEE LR T
2 v 7 iE(H'PMDA-ODA) TRl L 7=,
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3.3 EB
3.3.1 R

AL TRl i3 A2 O THEE L, 72k, X TORKIIFERET, ToFF
BRI AW,

# 31 AFECTHEM LRI

e & s T

3@ AT Tx=) 77U AL a | Alfa Chemistry Product List

T4 F

TZF LT —T )b FUJIFILM Wako Pure Chemical Co., Ltd.
M) x=F L7 I FUJIFILM Wako Pure Chemical Co., Ltd.
AIF—)L FUJIFILM Wako Pure Chemical Co., Ltd.
IREEKFT N U T A Tokyo Chemical Industry Co., Ltd.

ez FUJIFILM Wako Pure Chemical Co., Ltd.
Wit~ 27 %> o A Tokyo Chemical Industry Co., Ltd.

~FH Tokyo Chemical Industry Co., Ltd.

Ml =L FUJIFILM Wako Pure Chemical Co., Ltd.
AZ ) —)b Tokyo Chemical Industry Co., Ltd.

IKEEAE T ) T 2 FUJIFILM Wako Pure Chemical Co., Ltd.
ThZebkueror FUJIFILM Wako Pure Chemical Co., Ltd.
1,2,4,5-> 7 a~x% 7 8T VR | Tokyo Chemical Industry Co., Ltd.

k% (H'PMDA)
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4,4-C7 2 ) V7 = =)L=—7 L(0ODA) Tokyo Chemical Industry Co., Litd.
CAFATERTIR Mitsubishi Gas Chemical
3.3.2 %@

B LIALEMOFRIEICIE, Treolisa M L,

NMR: Bruker 1% NMRADVANCEII (600MHz) , DMSO % SE/KFZE{LIABEE LCliHA L
7

FT-IR: JASCO #:# FT-IR600, KBr % i\ /=% 7' L v METHHE L 7=,

TG-DTA: Shimadu % DTG-60

BEAELERY T I v 7BOBEHOFFMICIZ RO 2 EH Lz,
GPC: TOHSO #:# HLC-8320GPC.DMF % ¥ fifik  talfiiki3 Y ik & LiBr 241 L7z,

B LB AERERY 7 I v 7BOBREROFMICIZI TieOMas 28 L
77

TG-DSC-MS @ T Frl 5 2 &

TG-DSC : NETZSCH #:# STA 449 F1 Jupitar
GC : Agilent Technologies t:f! GC 7890B

MS : JEOL #:%8 JMS-Q1500GC

NNEARRIE ] D JNEREE i & B E A PR TATR (13 T RE o 2 L7,

O AU A I FEER

Hot Plate : AS ONE ft#¢ HPR-4030

VCD #zff: - KASHIYAMA INDUSTRY #  MU600P-018
N2 Oven : Espec tH#UKfE# 7 UV —> 4 —7> SCO-22H-BL
Laser lift off(LLO) : LightMoohme #:%! IPEX-848
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@ W JE R Al
il ZE M E 4 ¢ ULVAC 184 Dektaks?

@ R
FT-IR: JASCO #:# FT-IR600,
TG-DSC : NETZSCH ## STA 449 F1 Jupitar
MS : JEOL #:# JMS-Q1500GC
EZ-Test : SHIMADZU ##{ EZ-Test CE
UV-Vis-NIR Spectrophotometer : SHIMADZU #L:% UV-3600
Refractive index : Metricon 1% Model 2010 / M
TMA : NETZSCH Japan L% TMA-4000

3.3.3 PUEEFAEAM DGR

H2EELFREICS A IFZV I N-3-U-RA XL T 2= )-TFa b F o BIMP) A SR LT,

3.3.3.1 HPMDA-ODA IRV 7 I v 7 BR(PAA) DAL

18.00g (0.09mol) D 4,4~ 7 I /) V7 == AT —F 1L 1623 mL DI AF LT & b T

I NE, BIRAHSREZMATZ200mL © 35075 232, BHEEAKT., ERTHEML

=, IT. 20.15g (0.09mol) d 1,2,4,5-> 7 a~FH T kT VR MKk A 3 (A
(253 TN A, IRAHK A 6 RfE L CEA LD, BRI, BonlR Y ~—

ROy By GPCIC TR L7z (K13-1) . #HA L7z HPMDA-ODA % 1- & & Y
IEE R 3-2 12T,
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R.I. Intensity|[-]

9 10

11 12 13 14

Retention time[min.]

3-1 H'PMDA-ODARU7T X v 7i# GPC A~ )L

# 3-2  HPMDA-ODA RV 7 I v 7 D EH) 55 F & Mw)

M

Mw/Mn

PAA(H’PMDA-ODA)

47,500

4.70

3.3.3.2 HPMDA-ODA AR Y 4 I F(PD 7 4 L L DIER

15

2 BRI T a2 HEHA LT, PL 7 4 VA &R LTz, BT AR EICRY 73
v J BRI A 2 — kL, VCD %@ % T 18Pa £ CHEZEE L, 2257 T 80°C
T10 A >y 7 L— M TIEE LT, T D% EA—T7 U NEZHE CIRRIRE % 20
ppm BAF 12U, FIRECT2RRIMBT 2 Z 212k, HT ALK EIZKRY A I K7 L4
EERM LT, 4 I MEIZFT-IRICE S TTY X RE—Z DIEKE A I FE— 7 ORBLCHERR

L7,
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3.3.4 FHMliAFE
3.341 FTIRICXBRY A I FEDA I MMEROEH
3.3.4.1.1 BEERABEROFAR

YT IVDIRE & 15wt%IZEET 5720, 15 wt%® HPMDA-ODA IR Y 7 3w 7 g
® 100g DFEFE/7I% LT 25wt% IMP 3.8 g(15.2 mmol)) & P AF L7+ b7 2 K 21.5g
% 200 cc /3 TIUIZEAN L, HEE T 2 Refi g Ciafig LB Ok & Lz

#33 %KY T Iy V7 BEPAN DRI L #iE

JINEART YIS PAA US|
HPMDA-ODA
PAA-1 PI-1
(31.2 mmol)
HPMDA-ODA IMP
PAA-2 PI-2
(31.2 mmol) (15.2 mmol)

3.3.4.1.2 HIEAT 4V ADIER

3.3.4.1.1 THELSN7ZIAEZ 10x10ecm OH T AERITH FLTAE Yy 23—k L1=#,
By h 7 L— MZT80°C - 10 43 (1st NEY X&, 20~30 um OEEEEK L=, ZD
Ist B CIERLENToAR Y 7 X v 7 BRI R A — 7 v &2 FIVW T, Ne FIHR FICAE T
(2 20d JNENAE FEHE L7z, BAFIE Ne Z W RREFE L EELTOFIETH 5,

Oven 4&f4 1 (D80°C -Air, @80°C -(02 R =20 ppm), 3120, 150, 200, 250, 300,
350°C -( Oz JRFE =20 ppm) -2 FFf#], @80°C -( Oz #EE =20 ppm), ®80°C -Air, H IHE:
10°C/ 4y

FTAERDORY A I ROTEEA I NMEOIEFER & Hikd 5729 [F Oven # VT Y 7
7 LV AL FREORRIZ Ne RS P IS\ T 2 BER oIk Fhi L 7=,

U7 7 LA Oven 5t + D80°C -Air, @80°C (02 #FE =20 ppm), ©@350°C (02 &
J£=20 ppm) -2 K, @80°C -( Oz =20 ppm), ®80°C -Air, FHiLHE: 10°C/ 5>

BRI EER DO R Y A X F2RBET 2720, By Z—2 MO TEROBZDORY A I R

fRzEID . RY A I P2ty M TEAR, DRI R S & TAHh 2 = L7z, =
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DFETHEETE 2V IMP 25 £7220 R Y A X RIEIT Laser lift off(LLO) "C 5L 15 2 |t
L7z, BEEMRFEE LTI 20ROV, TEALTZ 7 AV Y 2% 20 nm OE I TE
FRULT=H T AHM EIZIMP 2 & E720WAR Y 7 2y ZBERESE-, & L TNE4IZ 308
nm DTF v L—F—ZHHLTHRI A I RT 4V LZHBELT,

3.34.1.3 FT-IRICX 31 I FMEROBEHFE

3.3.4.1.2. CH LN MAEL FT-IRIC LV A I NMEEE TR O&M Tl L7z, 2 E=IFER
24 X MMEROFHE LTS 2 BRSO R) 4tikic kv, 1370 35 X 001500 cm?
D C-N BLOFHEER C=CREAITHIGT HE—I b A 2 MeREZHHE Lz, IR A2 |k
NDZIE 2ODRILENS, ROXZHEHLTA I MEORBELZRELE LT,

a/b[sample]—a/b[initial]
a/b[imide]—a/b[initial]

Imidization = X 100

KD ab I < FEIMOM O M & CFE, RY A I FEOREZ R L TW5D, #ilziX
[Samplel i34 MEMEE L~/ 120, 150, 180, 200, 250, 300, 350°C TH > 7'V v 7 Sh
2RV A I RTHD, [Initiallix, EHNTKK FIZBNT80°C THRY T I v VWi ME L
TRED 7 4 VA TH D,  [ImideliTEHIFPHSK FIZIHBUNT 350°C T 2 FERHITERIZA I B
B L7 RRE & FHvWe,

8.3.4.2. RV A I N7 4V LD RETAM

l

3.3.4.1.2. T LT MR & ZuA 0> & RIBfE L. UV-Vis-NIR Spectrophotometer (2 £ ¥ i%51
REPE LT,

3.3.4.3. RV A I F7 4 LOTHEGETEE

3.3.4.1.2 CHLNTRIK L FARIZAR Y A X RIATEAL L, W% HEE BRI 2 0E L7z,
CTE FHliiTarst & U<, ERFEMK T T 10°C 235 220°C £ THMELL, 220°C T 10 %
R L72#.30°C L F £ CHAEIL 72, (10°C/ 43) ABIESMIE, BELHH T 30°C »
5 550 °C ETHMEL72(10°C/ 43), BIEMEIL 50 mN, o 7 MlEE 4 mm & L7,
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BVE B RHEIIH > 72K U A 2 RIE (30 mg) % 7V I BEITEAKZ, ROBWZT L
RHZBEBNZLOERERIE L Ui, INERFO RS EEB) OBIEL & R4 LT A Dl %
FFFICEMTE 5 X 9. TG-DSC & GC-MS # s S, K4 TR EL, B4y
iR OB ZBIE LT,

FAEIEFE 10 °C/min

o —2 17 ‘type E

AHEEE © GC

F—7 RE £ 300°C

# 7 A Agilent £ HP-5
717 LK 130m

717 LANEE 10.32 mm
77 LR 300 °C

HEFRFS : He

AHfLEE - MS

HIERER] © 47 min

EM /£ : 750 V

A A ACEG 125V

A F AR F— 70 eV
A A APRIREE © 250 °C
Q-pole iEE 70 °C
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8.3.4.4. BUA I F7 4 VADREIFTRIC & BEEMETEAR

3.3.4.1.2 THOLNIERIELFEREICR Y A 2 FIRZER L7 ) XL Hh 77— LB HENTT
D JEITRTE) 2R E L, Bt oEEe L,

3.3.4.5. MEVEEIZBITIBRY A I K7 4V AD455FEFAM

RUVAIRT AT 3.8.41.2 THOLNIRIK L FERICIER LTz, S TEEZUET S
T OMEGM L, EHFEP T2 KR, 80, 120, BL UV 150°C NRATH Y, 180°C LU
ETE L7 Y A 2 K7 4 L A%, DMF (258 RUCITIRIR L7225 o 12 72 5y T BT AR
Lipolz,

38.34.6 TV A I K7 40O

3.3.4.1.2 LFEMEDEMETHRONTARY A I FEZ GIRFRBRIC K o THRHEZ HIE L7z,
52 FERBRICE D NN U A I P D IS0527 MBI HERL L 7= TR D & o~V RIGRER
A B E . SIRMONIERRBRA 2157, fBoncilBa & Ay, /N FRBREEIC
T, T v v 7 BB 20 mm, 5EHEE 5 mm/min. OS5 THRY A I REOFEEHHOEZRIE L
7=

3.3.4.7. BHERZIC L D1 I et K kg

PHRERARY 7 I v 7B EARY A I ROISEREIZ W TS PR L E{b = %L
X—ZHHT 5728 gaussian09 & A=, 72O 2 I\ Tl 2 BRI T STk &
SE\CEH Uz, BHOBITERESAIZ81F 5 BSLYP 6-31+G(d,p) DA KRS A2 L
7=

3.3.4.8. HIEBRARY 4 I FOIMBUREE T 5B BADOFAM

PIRERAR Y 7 2 v 7 B(HPMDA-ODA) Z IEME RN E R E N LT D 2 & 552
T 5728 gaussian09 ZHWVT, ¥ I a2l —Ta v ENDHFEERE AV CEHE L 7=,
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3.4 HRLER
3.4.1 FT-IRIZXBRY A I NEDA I FER

A 2 FEROFHI G E LT, & 2 ERRICHRS R) 0EiEick v, CNBIUHE
% C=C FAITHRIET D= b A I MEEEHFE L K 32DKRY A I K7 4 LA,
IMP 2% L7=AR Y 72 v 7 g% 80°C T 10 MIMET 2 Z LIC X WAL N BT
THIRECOMET 0 R ZBMT 52 & TIER L7z, MEWRENE < 2221224TA
NMe2MeEtE S, U 7 7 L AD 350°C TMMEA L 72 SERINARY 4 I K7 4 LA PI-1 OA 2
R & IMP IO PI-2 @ 150°C TMEA L 7= 5eF & 4 2 MERILFZETH - 72 (X 3-3),

C=C(Aromatic ring) C-N(Imide)

1500 [em1] 1370 [em1]
I
@) Vil WAV RNy a8
\ | - A Ji

,;‘ (B) J'Ja \fl\/d ]\_,_j-'l Ir}\—r‘r\j”ﬁlll\l |.\Mv\\__,ﬂv\_ 'In) Us\l’\.\,

< [~ | i N
: © I .

g (D) JJ /| ’f'\ ol [
S - . /w rﬁ'\j‘ue} mw )V \\..\

2 | - i i

2 NN i
e Mu;\f (NS

| A

(F) A LA A T
s e s s S S S s et A _Jl\"'llmjl 1 |k“hﬂ'iw\‘|’JI |k“‘

3000 2000 1500 1000

Wavenumber[em]

3-2 IMP ¥ L 7= PAA % 255 2 BEREINZEA L 7= 80°C (A). 150°C (B), 180°C (C).
200°C (D). 250°C ()X VU 77 L > 2 PAA JED IR 27 kL

56



120

100 r

80

60

Imidization[%]

O L.'/ 1 1 1 1 1 1 J
80 120 160 200 240 280 320 360

Temperature[°C]

3-3 PI-1, ROPI-2 DFIRED A I FbE

842 ARYVAIFRT4NVADNERKME

BEEA) 10 um DAY A I K7 4V AZR L, FHEELTZAR Y A X R 7 0V LON PR A
HIE L7z, ZOfER, 250°C TR L7ZEER/RINT 4 L A PI-1LIEE AL HRTZLRT
otz L—¥F—=U 7 47 (LLO) ZfH L CTPI 7 4 /L A% HHE L7, 300 °C
LA EOAETIT PI-1 13MNEMR ICEIN T L EWHIEIZAR AR TH o 72,

—J7. IMP ZHM L= ) A 2 R 7 4 b A PI-2 (33, L —Y— 2 A7 4
VA EHEET S 2 LR EEECH o7, IMP RN L7 PT 7 ¢ /L A% 320 nm T IZ RN %
RUTS, ARG~ D83/ & < | Yellow index(Y.I)FEEAIN 7 « b 4 PI-1 & [A)%%
T >72(X 3-4), 7=, £ OO BRI S IMP IRINC X2 EENT R FAETHY .
SRR AN 2N D L bR S (R 3-4),
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100
S 80 ¢
2 ——PI-1_250°C_LLO ——PI-2_250°C_LLO
g 60 -
pe
8 40 | ——PI-2_250°C ——PI-2_300°C
=
S~
&= 20 - ——PI-2_350°C
0
250 300 350 400 450 500 550 600 650 700 750 800
Wavelength[nm]
3-4. FIRJE 2 B CERL E N =% PL RO ZIER A7 b L
# 3-4. IR 2 BRI CIERL S 7= 4 PI RO G50
N N Temp. Taoo Y.I. Acu Haze D589 Anin
PL  BHIA) MBEDE oot [y (] mml [l [ [
PI-1 iyl LLO 250 88.2 1.2 292 0.30 1.611 0.004
PI-2 IMP LLO 250 86.9 1.6 320 0.15 1.611 0.004
PI-2 IMP gt 250 88.1 1.1 286 0.66 1.613 0.006
PI-2 IMP gt 300 86.2 1.9 290 0.28 1.613 0.004
PI-2 IMP FBt 350 85.5 1.9 290 0.40 1.612 0.003
3.4.3 RV A I KT 4V ADHBWE
3.4.3.1 B A I 7 4 V2O ESEE(CTE)

BEEK 10 pum DR Y A I K7 4 LV AEERL KRV A X K7 4 L AOBEIEEHRS(CTE)
ZME Lz, HEARIMT 4V 5 PLI-1EHEW 72, ekl & RARIC L—Y—T7 1 L A& F
WL, IMPEARY 7 Iy VBRIV —F—2EHETITNEA LR A I R 7 4 v L%
MW LTz, 250°C OMEGIE CIZ IMP 2 L= Y A I K7 ¢ v A, BUEILR AR 268
L2 PIF1 Ll LT, F%EL~LD CTE 2H L, FHEICEELZ 5 X700 2 & 03 R
Enie (% 38-5), £72 IMP # % Z & T 300°C L EOMEATRRICIHZ HNAHRY A I K
TEOER fRe & 720, Tg ZHIZm LS, @R Y A I MEBRESIT/ERATRE L 7o
72(3 3-5),
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3500

3000

2500

2000

1500

TMA [pm]

1000

500

—PI-1_250°C —PI-2_250°C
—PI-2_300°C —PI-2_350°C
100 200 300 400

Temperature[°C]

3-5 A 2 B CER S 724 PLIEEO TMA A2 hL

# 3-5 AE 2 B TR S 724 PI O CTE & Tg fE

T CTE T
PI ANE o] 100=200°C oG]
' [ppm/°C ] '
PI-1 g2y I 250 49.41 325.9
PI-2 IMP 250 52.11 327.6
PI-2 IMP 300 50.66 338.9
PI-2 IMP 350 51.71 340.1
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3.4.3.2 RBYA I FT74NVEOEREERD

JREEA) 10 pm DR Y A I RT7 4V LZB L, RY A I N7 4V LD TG-MS 5l 217
WEVE B 1% (Tgl) & B &) 5% D (Tgd) % Al L7-( 3-6), R U A I RALMENEE
250°C Tt IMP O #8378 < Tgl 1E % L ~LC Tgd 1349 5°C 1A E L7-. ZhE CREEC
AU A I FEOMBGVEE %2 & < REFREE o T2 7e DR Y A4 I K7 4 /L A0D Tgl 1% 487°C
T E L7 3-6),

TG-MS HEICBNTEARY A I RL500°C fHFTRESEHEBD L TEY , ZORFITH
HaEhi=# 2% GC-MS T L7=(K 3-7~3-10), FFEMEHHRDO A A v E—2 m/z %
GC-MS |2 THFRTMER L7,

(A) HPMDA: m/z =63, 77, 105, 119, 148, 178, 192
(B) ODA: m/z =52, 107, 141, 170

(C) DMAc: m/z =72, 87

(D) IMP: m/z =68, 103, 119, 134, 161, 178,

TG-MS & TR 500°C fHE TR SN A E—2 DAL X ODAHEKTHY |
HPMDA HED B — 27 B ENCHE Sz, IMP &4 O PI-2 (280 Tk ODA H3kD E—
7N T a— K252 L6 IMP, b LL 1T IMP BHRO(EAW & ODA 25EA. & LI
FOALIRIE T 5 ATREMES E W 2 L AR STz,

AU A I MMEOIEGREE 250°C Tid IMP Hk & 8E S 2 BV S 4v7= 7 A 7% 300 °C
fHETHREENTEY , AU A I MEOIIEWEE 300°C DAY A I REIZHB W TIEL IMP H
KOE—=IRRESPAHLTNDZ &b, RY A I MEOMBIREE I 300°C LA L3 F
LWZ EHBR LTz,

FIMBGREE N EOIE ER S e T A D &I ez, R LT D IMP O ik
KT T I v AV Av—BO R BGIRLIC W LR I,
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Intensity [a.u.]

# 36 % PLIEAZKIEETA X NMEERE- L EOBERRD 1% & 5%DIRE

(= MEEE[C] Tgt Tg®
PI-1 250 450 467
PI-2 250 449 472
PI-2 300 487 494
PI-2 350 487 497
- 120
—>
-———--“==_g—=;-;:\ 4100
———PI-1_250°C_MS »
—— PI-2_250°C_MS \ 180
——PI-2_300°C_MS
——PI-2_350°C_MS
— = PI-1_250°C_TGA 60
= == PI-2 250°C_TGA
— = PI-2_300°C_TGA
= == PI-2 350°C_TGA 40
— 1 20
0

0 100 200 300

400

Temparature [°C]

500

600

3-6 FLETRY A I MESE724 PIIED TGA & MS 27 b
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5.E+06

o B —m/z 63 —m/z 77

§ 4.E+06 ——m/z 105 m/z 119

g 3 F+06 —m/7z 148 —m/z 178

@ —m/z 192

=

.S 2.E+06

-

o,

S~

2 1.E+06

[«D)

[ J/B-
0.E+00 —

0 100 200 300 400 500 600
Temparature[°C]

3-74) 250CTA I Fbx#7z PI-1 ® HPMDA H3k®D GC-MS A7 kL

5.E+06
24.E+06 ——m/z 52
*g —m/z 107
= 3.E+06 —m/z 141
CE m/z 170
S 2.E+06
RE)
o
o
2 1.E+06
[«D)
a

0.E+00

0 100 200 300 400 500 600
Temparature [°C]

3-7(B) 250°CTA I Nt EX®7- PI-1 ® ODA H3kD GC-MS 227 kL
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5.E+06

4.E+06

3.E+06

2.E+06

1.E+06

Desorption Quantity

0.E+00

—m/z 72

=—m/z 87

N

100 200 300 400 500 600
Temparature [°C]

3-7(C) 250°CTA I N &H7- PI-1 ® DMAc Hi3kD GC-MS 27 L

5.E+06

4.E+06

3.E+06

2.E+06

Desorption Quantity

1.E+06

0.E+00

—m/z 63
—m/z 77
—m/z 105
m/z 119
—m/z 148
—m/z 178
—m/z 192
i
100 200 300 400 500 600
Temparature [°C]

3-8(A) 250CTA X M7z PI-2 ® HPMDA Hi3k®D GC-MS A7 kL
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o
_5 3.E+06
2
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a
1.E+06
0.E+00

=——m/z 52

—m/z 107

—m/z 141
m/z 170

100 200 300 400 500 600
Temparature [°C]

3-8(B) 250°CTA I Nt X®7- PI-2 ® ODA H3kdD GC-MS Z~<Z kL

Z 5.E+06

c

3

3 4 E+06

C

Re)

B 3.E+06

S

A  2.E+06
1.E+06
0.E+00

—m/z72

—m/z 87

N

100 200 300 400 500 600
Temparature [°C]

3-8(C) 250°CTA I N &H7- PI-2 ® DMAc Hi3k®d GC-MS 227 L
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5.E+06

>

é 4 F406 —m/z 68(imidazol) =——m/z 103
5 —m/z 119 m/z 134
< 3.E+06

g =—m/z 161 =—m/z 178
2. 2.E+06

~

2

a 1.E+06

0.E+00 AP%

0 100 200 300 400 500 600
Temparature [°C]

3-8(D) 250°CTA X R{E&t7= PI-2 ® IMP H13kD GC-MS A7 kL

5.E+06
o —m/z 63 —m/z 77
§ 4.E+06 ——m/z 105 m/z 119
g 3 406 —m/7z 148 —m/z 178
o —m/z 192
i
.S 2.E+06
e
o,
S~
2 1.E+06
[¢D)
= A S
0.E+00

0 100 200 300 400 500 600
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3-9(4) 300CTA I M7z PI-2 ® HPMDA H3kD GC-MS A7 kL
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*3 —m/z 107

é 3.E+06 —m/7z 141
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3-9(B) 300CTA X RbxH#7= PI-2 ® ODA H13kD GC-MS A7 L

5.E+06

4. E+06 —m/z 72

3.E+06 —m/7 87
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3-9(C) 300°CTA I NME&H7- PI-2 ® DMAc Hi3kD GC-MS 27 L
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-+

% 4.E+06 —m/z 68(imidazol) =——m/z 103
C%’ 3.E+06 —m/z 119 m/z 134
o

(@} — —

g 9 F408 m/z 161 m/z 178
3

8 1.E+06

0 100 200 300 400 500 600
Temparature [°C]

3-9(D) 300°CTA X RfEEt7 PI-2 ® IMP B3k GC-MS A7 kL

5.E+06

> =—m/z 63 —m/z 77

é 4.E+06 ——m/z 105 m/z 119

< ——m/z 148 —m/z 178

]

& B8.E+06 —m/z 192
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2 2.E+06

o
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2 1.E+06

- e
0.E+00 —

0 100 200 300 400 500 600
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3-10(A) 350°CTA I F{EX+®7- PI-2 ® HPMDA Hi D GC-MS A7 kL
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3-10(C) 350°CTA 2 R{LEH7- PI-2 ® DMAc 3k GC-MS 2~ kL
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5.E+06

4.E+06

3.E+06

2.E+06

1.E+06

Desorption Quantity

0.E+00

—m/z 68(imidazol) =—m/z 103
—m/z 119 m/z 134
—m/z 161 —m/z 178

Py

100 200 300 400 500 600
Temparature [°C]

3-10(D) 350°CTA X RMbX®7= PI-2 ® IMP Hi3kD GC-MS A7 kL

844 BWYAIFRT74NVADBHRIC L BE M

JESH 10 um ORY A I K7 4V AZFHRKL, RV A I RT7 4V LAOEIrREZHE LT,
IEMREEA 250 °C RO, IMP ZIRIMULZKR U A I K7 4 VA, IRINAIZ RN L
TWRWART Ty 7LD S TE RELS, mNERNEWI &R I (XK. 3-11),
INEEIE A 250 °C LA ETITEITROMIT IMP BIRMOARY 4 2 K7 4 v API-1) O &
FUTHO, Bmb RS E B Sz, 2T 2 8 TR SAMEVEE N SR ThivX
IMP BWERBETICOET 572 LTSN D, £ PRI RO CEEITEAnIZB 0
TH 250°CLL O TR T IMP OF D b FRIFEIC/RD 2 &R S,
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400

1.650 r
_ e PI-1 TE ePI-2 TE
 1.630 }
3 °
R= ™
o 1610 F ° ° L ° °
2 °
+
§ °
< 1.590 r
%

1.570 r

1.550 L L L J

0 100 200 300
Temp. [°C]

3-11 HIEETA I MEEE724 PLIE® 589 nm DN J57 1A (TE) D Ji fir 3

# 3-6. HIRETA I M ESH7- 589nm @ PIEDOmEN, b, MR & HIRiTER

Temp. [°C] 80 120 150 200 250 300 350

TE 1.591 1.596 1.604 1.610 1.611 1.613 1.612

PL-1 ™ 1.581 1.589 1.602 1.606 1.608 1.610 1.610

Nay 1.588 1.593 1.604 1.608 1.610 1.612 1.611

An 0.011 0.007 0.002 0.004 0.004 0.003 0.002

TE 1.599 1.610 1.621 1.616 1.613 1.613 1.612

PI-2 ™ 1.590 1.608 1.615 1.610 1.607 1.609 1.609

Ny 1.596 1.610 1.619 1.614 1.611 1.611 1.611

An 0.008 0.002 0.005 0.006 0.006 0.004 0.003

3.4.5 MBEEIZBITIARIA I RTANVI2DOHFE

BB TR L7ZESK 10 um DR Y A 2 7 4V A% DMF (ZEfiE L T Ex
HIE Lc, MNENREEDS 180°C Z#E R 5 & RNEMIBFAE LIER &2 o7z, ZiudA
I NMEAET L2 E CRIEE LIz S HESND, AU 7 2 v ZERiRIED GPC HIEH £ %
JNEL 0°C & L, ZOWRREN D DELFEE K 3-T IR L2, 120°C F THEOMEIC X DK 1
BALAHETT L, 150°C 5 DIMREAIH S Cnie, IMP f#ER U 7 2 v 7 Bl IMP %
BMORY T Iy 7 EERE I L TR FEIRIZR>TWD 2 e HER S 7=(X 3-12),  #f
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IR Y A 2 FICBWTHRATSCTIMB TR O MK SR L 0 5 FEMETF L, 150~
200°C F£EE ORI C Mw & Mn 233217 B L7263 6 5 [20], Lo LABFZED 120°C
~150°C O L S IZ@ s A Lic it flid/zav, Ziud HPMDA-ODA 231 X Kk
UEFREER M LT 2 & T, RY ZAF L UAREHEIC B TRNT TR FRIb L &
B S NI WS BN H S, L L 3.4.1 DA I RMEROFERIZEB T PI-1 OMNEL
IR 150°C & PI-2 OMMENREE 120°C DA I FMEFEERE L ~UZHDHICHED LT, K
Sy FEFHIICB WO TIEARMIC A B Y PI-1 O 150°C D Mw 1% 42%12%F L T, PI-2 ¢ 120°C
D Mw X 117% Th ol Z &b @ FRE{L L TV D aIREER W SR I D,

# 37 BIRETA I ML EE7-% PLIEDO ST &2 (Mw, Mn)

4 2 FERE[°C] Mn Mw Mw/Mn
0 100% 100% 100%
80 98% 91% 93%
PI-1 100 58% 45% T7%
120 28% 25% 89%
150 41% 42% 104%
0 100% 100% 100%
80 113% 89% 79%
PI-2 100 63% 44% 85%
120 112% 117% 105%
150 275% 493% 179%
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600%
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400%
—e—PI-1 —e—PI-2

Mw [-]

300%

200%

100% &—

0%
0 50 100 150 200

A 2 FMMERE [°c]

X 3-12 BIRETA I NME L% PLIEDO S 8727 5 7 (Mw))

8.4.6 AU A I K7 4L LD

BEEK 10 um DR Y A I RT7 4 VL EER L, AU A I RT7 0V LDMEWTT 5 F TOf
FEARE LTz, BMERRARNERNO 7 0 LV APFDIIMEW =D, L—F—U 7 " 47
FEEACTT VL EHMN LIz, IMP 2811 T 250 °C THEALZZARY A4 I K7 4 v
DITIEIRINARY A I R 4 VDTS THED 0.7%02 5 7.5% & 1) b U BAYRrME A3 ) |
LCWD ZENERESNZ, 72, IMP W5 Z & CTrRFEERIZ 300°C LI EDOIEA TR
UA X R7 4V ABTEEKATEE L 720 . 350°C DI TARIZ I\ CTILHE 30.3% & FEHIZHY
PEAA) b L7 (E 3-8),

ZOBERNE LT 345 TRENTEL IICIMP 131 2 REESR L MESNIMH SN D -
DHFREROKTEZE, omn T BIESHER I Tz, KU A I KO EITS T
BICKRELSFEGTHZ LT OO TEY . 78N IMP IR TREL 2oz
& CHBRE S Lz L HER SRS,
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* 3-8 FESETA X MM L7245 PLIEOBEARE

poowmm UG By o ok
PI-1 AN 250 86.3 0.7 5.2
PI-2 IMP 250 122.1 7.5 3.6
PI-2 IMP 300 91.3 11.5 2.9
PI-2 IMP 350 81.3 30.3 2.8

RUAIRTZ 4020 IMP OFEM, WA Y 7 2 v 7 BOMBGEEIC X 2WE
D—EBRE TR L, IMP ZIRNT 2 2 & THMEVREZ M L5 2 &6
D MEGEEE O ECHEBAREO R BRI NT, £ IMP 2RNT 52 &
TZ OO, BEFENE T T2 2 & 087%<, EIERARY 4 2 FROKE
M ESELZEDRHEHRTE,
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#* 3-8 FIRE 2 FF[H T4 I MMk &7 HHPMDAOODA KRV « I R PI-1 & IMP
LA DLET PI-2 R Y A I FEDO R

PI-1 PI-2
HH H'PMDA-ODA H’PMDA-ODA + IMP
A I MMEIREE 250°C 250°C | 300°C | 350°C
FHFE@400 nm | % 88.2 88.1 86.2 85.5
Y.I - 1.2 1.1 1.9 1.9
et Haze - 0.30 0.66 0.28 0.40
n@589 nm - 1.61 1.61 1.61 1.61
An@589 nm - 0.004 0.006 | 0.004 | 0.003
CTE(100-200°C) [ppm/°C 49.4 52.1 50.7 51.7
Tg °C 326 328 339 340
AL Tg' °C 450 449 487 487
Tg’ °C 467 472 494 497
Ts MPa 86.3 122.1 91.3 81.3
FEAR AR E % 0.7 7.5 11.5 30.3
M GPa 5.2 3.6 2.9 2.8

3.4.7. 4 I FLIRED R ED &L

B3LYP/6-31G(d,p) DB¥A FIWT, & 2 mFEERICHEE (1 I 4V —) OfFEDF
WZE DA MRS =RV F—ZEMEFHH L, e L TEEFETTI 7 b,
A VA RERBLTRY A IR E2RD ORI O TP LTI X 5K ) A I P
JER VBT L X —MRN T I Lo, L7edy o THEAIE FO A HIEERAARY A
I RZBWTHA I MEIHEE L FT-IR O 1 I MEEREHWZ L OB & 725 (¥ 3-13) ,
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3E
¥ L0 g A
(Fz) @;L e gey)
~0ly o
o]
T —_ e
= ! +57 kecal/mol RUAIR
D '
+ :
: B0 — %0 o
'f&__._"_._‘ i 3 /@ N_Q ®/\NH ./\NH
(KJ:E) H K N _0 I\ i /
. :‘ e O o ~40 kcal/mol RUSZR
RUT7zwIng | I ) =
EFINSF i mi\ 5o " J:}Ejl(fcal{\mol
[e] ; \\ E
C;LH/@ . +|m|dazo|e N [N>H /7 Hy0
S NZONH
Jron Mo +7 Kcal/mol B3LYP/6-31G(d,p)
0 kcalimol’ (EBEEE)

313 FRBRARV T I v 78D A 2 MEDOKIGED =R VX —F AT T 5 A

3.4.8. ¥IEBRARNY A4 I FOMBIEE BT 2 ERDELE

3.4.2 THROLNTZT —Z M OIMBNRE % 1T 251221, 400 nm LA F O R AEE T3
KFLTWe, K7 2 O= hafbBECOER E WD ZEHBEINDLA, = ok
DFT-IRDOE—71% 1540 cm-1 THLH O FHROE—7 LEHRY B30T 25 Z L ANET
HY . BREOCEANDETELEAT L AREMENH D, EERE LI RNK 3-14 TH 5
2, = b aEOMIEAEE XD 1540 cm-! TIIE— 7 OHINIIHRE CE Rd o7z, £- L
—HP—U T AT TRTHFBRENELL TVD I b2 b, & L I3EEZE kI
Fo THEBENZLL TV DAL DD, T2 TORY A I FHBORZ v 7128 5%
HWRZEE, @IMP X IMP HRD(EAM T D AMCA 12 L BB OO EEMAE LT,

QORI A X REF DAY v 712 K 5 FET Anti stack-cis #1523 b B 03 5 "THENE
NHDHMR, /BN CTRNTHY, £/ ~v— (1A, A ~—(CAH LRI NEL, E
WREY 7 MIZEALE LRI ERNRENT-, Anti stack-cis #1EDWINIT ODA B> 5 A
I ML OE TR LR SN D (X 3-15), @0 IMP X° IMP Hi2kod AMCA ([Z X5 &A%
MEEL7-& Z A, K7 2 12 4MCA 454 L7- 4MCA edgeamideCRifii 7 2 R 4MCA)
D3 BRI S8 2 & AR S 72 (X] 3-16), 24U 3.4.3.2.OFAM T & 417z 500 C 1L T
B &5 K ODA 28 IMP F/E FClZ7 B —RiZhb Z L L#EEI L TV A L HIEBEZ2D

o,
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F7ebH IMP H3kD AMCA 23K D ODA & HT 5 Z & THfig Lic <72 b, B —7
N7 r— RIZR o= miBER S 5720 Th 5, fitl T 4MCA interamide(FFfH] 7 X F&) ¢,
WA SFRNAS NSRBI IAT G > TN D o O RZERATREME N B & TS, REHT
TIHHEBLLICS W EBEES NS, F72 IMP 2ENLT 2 KERHER T CT WIS 720,
L<IZODA L EEHEN® 5 7= CT HANERD /NS W OFRRITITHBEN N2 LR S
iz,

Phenyl peak
E | PI-2_80°C
= | | = PI-2.300°C
& PI-2_350°C
8 -_
- \
ﬁ 1l
< /oo
y; —_— N 7 I'._I
A \";r"/
( V
]
N ,/ -
Il Il Il Il | Il Il Il Il
1550 1500 1450

Wavenumber [em™]

[X.3-14. KR T 2 BFFEMEAAL 2 ML L7= PI-2 ® IR A7 kL
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60000 r
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Q
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= 20000
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10000
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MeO
4MCA interamide 4AMCA edgeamide
N7 M
izy qe o dw:
) H H j&\/@ \
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Se el ves I lerE VPN DeS)
N ) H H N L H H M\(
IMP-COOH/Ome(2) 4AMCA-hbond
60000 Fl
50000 |k —— 4MCAedgeamide
73 40000 r PAA
d
o — 4MCA-hbond
,g 30000
5 —— 4MCA-interamimde
220000
< WY V.--\X\ N\ O\ \ --- IMP-COOH/Ome(2)
10000
O 1 1
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35 &

ARFFETIE, COIRERARY A I FEOGRRICBW TR T I v 7ga R Y 4 I MEE
5 FIEEBET D0, BEMEBEIRAA IMP 2 FHWTAR Y 1 X REOMIRE T F
DA FTREDMARGE L 72,

FPEFHERY T v 7 BAFIEIRRZXR Y 4 2 KHPMDA-ODA)IXFT-IRICE 51
2 MUREEDOEA AR S, U 7 7 L2 A0 350°C THERL L7 BEIRINAE Y 4 2 R 7 4 L A
D4 X FEiE, 150°C TO IMP filliiG DG4 L R%ETh o 72,

HEEFECB WL IMP 2RI L7ZR U A 2 R 7 4L A1 320 nm AT E 7R LT
D, ARDEEER A~ OB TN S <L Y.LIZERN T 4 VA ERE Tholz, £12, 2O/
JEATERLME T B INEL 250°C LA EIZBWTIL IMP IZ X2 ZEENE R [AETH Y . LFFF
PRIZECBED TN T & bR STz,

MHEAGHAIIZ 35 T CTE 3l €l 250°C Tik, IMP 2 L7z AU A I R 7 4 VA,
WINFIZER L DES L LT, FZE L~ LD CTE 248 L. FElce8s 5 2 7202
MR SN, FIMP Z W5 Z & T 300°C UL EOIBATRRICIHZ DR U A
RIEDIERAFIRE & 72 0 . Tg DA EH AIRE & 72 o 72, BAE &I TIIME 250°C DIRF Tgl
I IMP L IMP A OR Y A I REEEZ L)L T Tgs 1349 5°C 1A L7z, Lo LANEE
Eim<REMRRE 2o IMP ADARY A I K7 4 /L AD Tgl 1% 487°C £ T L7z,

JESTERIC X 2 B APERTA CIIMBMNEEEAY 250 °C RiiOH4, IMP Z2EML7=HR Y A 2
K7 4 VA, BINAIZRML T RWRY 7y 7RI 0 b TE 3@ <. mWNEM 23 E W
ZENTRBEINT, TOZENDIMPIXGFEL TS ERY A I NEHEBNL LR GEEH
LT 5 AR 23 @\, IR LAY 250 °C UL ETIHESTEOEIL IMP 0D PI 7 4 L AD
EERILTHY, BRAHFR%ETH o7, TIULE 2 B TR INTMBNRE D @i CThiuid
IMP WEEETICoRT D72D LR END,

FIMBNEEE TR LT=R Y A 2 R 7 4 L ADOSFREIZIBW T, IIEEE S 180°C %
25 & RERKRYMFREAE LHEIXRATHE Tdh - 7223, 150°C LA T TIZHIEN ATRE Th - 7=,
AU T 2w 7 BRIREEOFHIERZMEL 0°C & L, ZORED D OELEEBHT D &
120°C F TIT IR & D485 FEALAHEST L, 150°C 7 B I 3MFE G 23] S Tu7z, IMP
FAERY A I MIXIMP EORY A I &KL THEOFEIRIZR S TWD Z LRI
77
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BRI BV CIE IMP 23901 LT 250 °C TMZEA L= Y A 2 R 7 4 L SFETRINIC
e THREEDS 0.7%70° D 7.5% & AN L BEMAORFIED ) B LT D 2 L SR STz, £ 72
IMP % v 5 Z & CTRERFEIERIZ 300°C LL EDIIEVCTAR Y A I FEEATERATRE & 72 0 L 350°C
DIMETARZ IV N TITMEE 30.3% & IEHITEIMED M B L7e, ZOBERE LT 3.4.5 TRESN
72X DI IMP 134 X MRERDR LMESPIHI SN O FREROIKTEZME, 2 omsmy
TRAEDHEGR STz, AU A I FOBBAREIT S TRICKELSFET 5 2 LT
ZMBHNTEY, /5 TEN IMP IZ R TR E S Ao 7z 2 & CHBASIED A | L7 & HE%R
LY

IMP @4 I FUREIZB W TIEEER Y 7 X v 7 BROF; & [FERIC = R L ¥ — L EMEDN
K<, A MEDEITHRES T2 D Z ERFHERTNS bR,

FIEERARY A 2 ROBEORA T =ALTB TR T 2 o= hfkiaz <,
Ko7 2 N IMP HED AMCADENE T 5 Z & THAL TOWDAHEMENH 5 2 & 2 EH X
L7z, ZOEHERIZBWTIEIARY A I FEHBOBNLOZEIT DR L bREi,

ARBFZEIE ERLD Z & S EE I AR IMP ORIEINEC BT 54 2 FMELsMc, GBI
BARY A 2 RIROEREZRGICT Dtz A L, 370bb, NS CEEMIC
HLWIEBRARY A I FOMNEMEZ M LS, 2 0mik TOINERTRE & 72 0 R D [A]
EREREE ez, ZDZ & iX HPMDA-ODA LIS OfEECHEANATRETH D . FEXEM
IR TRV kY & T I VRN TE L LICR2TEZEZEW®RT S, 20
ZENBEHRY A I ROBRIZENT, RV A I FOIEIERHAB~DOREMPHMG S
e RIAIROILRDAREMEN RSN EEZ D,

T A AT VANV HBIZEB NI 7 AR A & LTTgh400°C UL A ERE I D 2
ML, CTE b 15 LLFAEE LW e, IREIZB W CIE MEVRHE A B 15 Lo @i -
EEIPEAR Y A X FIEOWFIENAICE L TRET 2,
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4 PUBRERERZAVLIEEN - B - (K CTE 25T 5¥BRARI A I FT7 414
DR

4.1 ICOHIC

ARETIE, AHBMEOCEHIRERRAR Y A I RIEOIMEROFIEEZERT 5720, & 3 BEIFkk
WCHEERRY T I FPORVA I F~DORISERET 52 LICEB L, HEIZEIDRY A
2 NMLEET 2R E1To 7, milEEHEE B &3 5 72 D kiX CpODA TRt
L7z, 31 80K 3 H TR SN X DITIRREARY A4 I FIZEEME< | B3y Vi)
IZd b, Eiid CpODA HHISMTid7e <. miRINENE F2htE 9 AU EMEEI 23 58 248 L ESERY 7

HIZREETH D, TDTDbFA I Ml v A0 T RA FE T 52 & Thitkx
Pl cETWAI] . F2UT I UL TUESE R K CTE B2 Tl S 415 DABA
THET L7z, DABA X VPHEMEEDT I FEGEZA LR U A I REEIEIERIKIC > T
5728, CTE BMEL ol B2 b T 5(2-4], F7-#E45 O REACH Hifil<° SVHC #
HZ 3BT NMP <° DMAc 233%4 L TV 5 72 DIEANE TMU(Tetramethylurea) 2 F N Tl
L7,

\
N - COOH
N A\ /(j/v
/@)\/COOH <N3 ~o

M 4MCA

st

n polyimide(Pl)

g™

polyamicacid(PAA)

AF—2 1. IMP ZHu 72 CpODA AT 5 HAEERAA Y 7 2 v 7 PAA OEA I MMEI&
WD T, 3ETRLIELIICBMERERARZRY 7 I v 7R EMAAAEDED Z L TRER

FUE L, & BITIEMEE ORRGE 2 & ORUME TR B HEENRD D oo mmiE - miEH -
EEIPEAR Y A I FOTERITATRE & & AT L7,
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FIZWES DIATHIEIC B TIEOEERHE O —-> & U TR O R [AE 2 FEAT 9~ 2 25451 205
HINTWD, FT-IR[5-8]. X#[9-15]. JEHTH[16-18]72 L& AW TE D | RFERKTITE 3
FERERIZIEST R & XRD & W TS OfE R &2 Hds 7 5.

42 B

421 RE

AL T RElrn 32 W TEGE L, 72, X TOREIIHERET, ToFxF
AR AW,
F 4-1 AFECTHH L7233

A Manufacturer

3@ AT T7xz=)) 77U A7 a | Alfa Chemistry Product List

T4 F

VTN T—T )b FUJIFILM Wako Pure Chemical Co., Ltd.
N x=FLT I FUJIFILM Wako Pure Chemical Co., Ltd.
AIX—)L FUJIFILM Wako Pure Chemical Co., Ltd.
IREEKFT N U U A Tokyo Chemical Industry Co., Ltd.

ez FUJIFILM Wako Pure Chemical Co., Ltd.
Wit~ 27 %> o A Tokyo Chemical Industry Co., Ltd.

~F Y Tokyo Chemical Industry Co., Ltd.

HElg— F v FUJIFILM Wako Pure Chemical Co., Ltd.
AZ ) —)b Tokyo Chemical Industry Co., Ltd.

KA U o L FUJIFILM Wako Pure Chemical Co., Ltd.
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Thzekkrr7r» FUJIFILM Wako Pure Chemical Co., Ltd.

JIVIRIVR 2 A a7 aeRX B ENEOS Holding
'Q"X EDD_ZH_/ /Vﬂf}l/?\ :/_5’ 5”, 6, 6”_v71 }\
7 J1VIR Uik T K (CpODA)

4.4-C7 2 )R X7 =1 K(DABA) SEIKA GROUP
T RIZAFLY LT (TMU) Tokyo Chemical Industry Co., Ltd.
422 ¥E

B LIALEMOFREICIE, Treoisa M L,

NMR: Bruker - NMRADVANCEII (600MHz) , DMSO % SE/KF{b¥AME UTHEHL
7

GPC : TOHSO #1:# HLC-8320GPC.DMF % {Af#ik aREiRIL U Bk & LiBr 2 L7-,

B LTBMEI B AERERY 7T I v 7BOREROFAMICIZ T oM 2 H L
77

TG-DSC-MS @ T ol 2 &

TG-DSC : NETZSCH #:# STA 449 F1 Jupitar
GC : Agilent Technologies L% GC 7890B

MS : JEOL #:# JMS-Q1500GC

INEARNEE R O IMEREEE & EE , B MEREA I FRE OB 265 H L7,
O RVUA I FERK

&> b7 L— ki AS ONE ## HPR-4030

VCD pump : KASHIYAMA INDUSTRY # MU600P-018

Ne A4 —7 > Espec tHBUKEAF 7 U — 4 —7 L SCO-22H-BL
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@ JE JE R Al
il ZE M E 4 - ULVAC t#18¢ Dektaks?

@  JEEREAT
FT-IR: JASCO ##¢ FT-IR600, 47 AFEMITAMEE L, ATR 15 TRl L 7=,
TG-DSC : NETZSCH ## STA 449 F1 Jupitar
MS : JEOL #:% JMS-Q1500GC
EZ-Test : SHIMADZU ##{ EZ-Test CE
UV-Vis-NIR Spectrophotometer : SHIMADZU #:# UV-3600
Refractive index : Metricon 1% Model 2010 / M
TMA : NETZSCH Japan L% TMA-4000
XRD: #A &4tV 77 8 SmartLab

4.2.3 PUREFERI OB

%5 2, 3 % L [AIFEIC 3-Imidazolyl-3- (4-methoxyphenyl) -propionic acid) (IMP) %z &k L 7=,

4.2.3.1 CpODA-DABA #I:RY 7 2 v 7 BR(PAA) DAL

11.80 g (0.05mol) ® 4,4~ 7 X /) X X7 =V K& 180.3mL D7 N7 AF LT LT %,
B AR & 272 300 mL 0 3 DH 7 7 2 =2 ERFAKT ., IR CHM L7, &IZ,
20.00 g (0.05mol) @/ VR R L -2 A H-a- V7 BRUH L a-AE 2" ) LRIV
-5, 57, 6,677 T AV UKW A 3 NI TTNZ., IREH A 6 i L THEA
D, HAWRESTZ, BONR Y v —I RO FBOHEIT GPCICTIHME L 72, (X
4-1) EA LRI 7 3 v 7§k CpODA-DABA D4y T8 M OV i % % 4-2 (TR T,
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0
=i
]
k=
N
6 7 8 9 10 11 12 13 14

Retension time [min.]

4-1 CpODA-DABA RV 7 I v 7l GPC A7 v

# 4-2 CpPODA-DABA K U 7 3 v 7 it D 445 7 & (Mw)

Mw Mw/Mn

PAA(CpODA-DABA) 40,760 2.94

4.2.3.2 CpODA-DABAFIFRY A I R(PD) 7 4 /L L DIER

952, 3 EREERICINEA X M et RA&2MH LT, RIVA I RTAVLEFRR LI, HT
AFMR BRI T 2 v VR E A 2— kL, VCD @& % T 13 Pa & CHZEH/E
L. ZZRSEHA TICEWT 100 °C T 10 0y 7 b— M TINEE LTz, £ D%
HFA—T N EHTHRERE A2 =10 ppm (Z L, FEEFETHET L Licky, T
AR ECHRIA I RT7 4 NVL LB LI, A X MUZFT-IRICK>TT I FE— 7 DH
b A I FE—27 ORBICHR LT,
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424 FHEFE
4241 FT-IRICEABRY A I FEDOA I MEROEH
4.2.4.1.1 BERRBEEOFRR

15 wt%? CpODA-DABA ARV 7 2 v 7 ik L CpODA-DABA ®UIAR Y 7 2w 7 £ 100g
DETEATIT% LT 25wt% D IMP 3.80 g(15.23 mmol)) % 100 cc /3 7 /WA L., H5H
T 2 FE N CIAE LB AU O & LTz

#4-3 #HV T Iy V7 BEPAN DK L #iE

JINENR(T JnEEL PAA N
CpODA-DABA
PAA-1 PI-1
(23.4 mmol)
CpODA-DABA IMP
PAA-2 PI-2
(23.4 mmol) (15.2 mmol)

424.1.2 REAT 4 VADIER

4.2.4.1.1 THELSW7ZWEZ 10x10cm OHF T AERICTH FLTAE Yy 3 — k L2#,
By R L— MZT 100 °C T 10 sy (1st nEy) &, 20~30 um DOEIEE TR L 7=,
D 1st MATERINTZRY 7 I v 7 BRIEICKRREA—7 20T, Ne FHA FICE
H# I 2nd DIREOINEVE Flii U=, -8t 2 10 LSR5 70 2T v 7 nEE £ L 75
b d 5, LLFNIE Ne & W RIREETRRE L IREAREDOFIETH 5,
D1 27 v 744+ D100 oC -Air, @100 °C -(0z ¥ =20 ppm), @120, 150, 200, 250,
300, 380 °C -( Oz £ =20 ppm) -2 K], @80 oC -( Oz ¥ =20 ppm), B80 °C -Air
FARHE: 10 oC /47
@ AT v IIMEGA: - D100 oC -Air, @100 oC -(02 #EE =20 ppm), @130, 300 °C -30
53 (O2 JREE=20 ppm), @ 380°C -30 47, (O2 =20 ppm), ©80°C -Air
FARE: 10 oC /47
IMEIR RN ORY A X REHBET H720, Ty —Z2HOTEROBORY A4 IR
BAEID, AV A I REZE Ty M CHEA, DERICHEE S CEFMMAEm Lz, =
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DFETHEECEXRWIMP 28 £ 720K ) A4 2 FEIEEN L CBY ., F3ZTHW:
Laser lift off(LLO) T HJ@ 4 HEE RS R a[fETH - 7,

4.2.41.3 FT-IRICX A1 I NfEROBEH G

%2, 3 FE[FFRIZ 4.2.4.1.2 THOLNIZMRIEEZ FTIRICL Y A 2 MMk E FrRO 5N TR
L7z A I NMEROFHIAIEILS 2 RIS IR) KiEIc LY, 1370 38 X1V 1500
em! @O C-N BLOFHERE C=CRHEEGITHET =7 b A I RMEEEZFHRE Lz, IR A
7 MDD 2 DOWILRN G, WOREMA L TA I FMEOREZRE Lz,

a/b[sample]—a/b[initial]

a/blimide]—a/b[initial] x 100

Imidization =

4.2.42 TV A I RT4VI2DONRZREFEM

4.2.4.1.2. T LIV R 2 Hofi ) & FIBE L, UV-Vis-NIR Spectrophotometer (2 £ ¥ 1251
REWPE LT,

s

42.4.3 WY A I KT 4V ADTMHEEFEAR

4.3.4.2 THRONIBRIEE FERICAR Y A I RIEEZ A L, 12 BRI OB 2 JE LT,
CTE FHMiiTaTB & LC, ERFWK F T 10°C 225 220°C £ THELL, 220°C T 10
SyEIPREF L7ct%, 30°C BAFECHMAIL, (10 °C /min.) AMERMIL, EREKJEH T
30°C 7°5 550°C ETME L7, (10°C/min.) 5liEMEIL 50 mN, > 7 LiEIE 4 mm
L7,
BRI G (TGA-MS) T A A EHCHI - 72K U A 2 R % 30 mg 7 /L I WasZ A
%, ROBAWET VI HZEBNIC L OERIERIKE Uiz, MBI ORFEEEB OB L 5
A LT A DT % [FIFFICERECTE 5 L 9, TG-DSC & GC-MS ### S8, K4 Fiid

FCERE L. BOMOXE 28I LT,
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HIEEE 10 °C/min.
+

v —& A7 type E

AHfEEE - GC

F—7 R £ 300°C

# 7 At Agilent 8 HP-5
717 5K 130m

717 ANEE 1 0.32 mm
717 LR 300 °C

HIEFRIH © He

APAfAEE © MS

HIEREE © 47 min.

EM 7T : 750 V

A A AERE 25V

A F AT F— 170 eV
A A PRIREE 250 °C
Q-pole IR 70 °C

4.2.4.4 RV A I RT 4V OBBIEEEFEM

4.3.4.2 THONTRELEREEICRY A 2 REZERZICHBEL . 513ERERIC X 58
PEZRIE Uiz, ISO527 1IZHIY | B3EEE L 5 mm/min., Vv 7 /UiEIL 4 mm TE & 20 mm
DX SNTEIRICH) Y B & FHE L 7=,
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4.2.45 RYAIF74NVAORBITRIC L AEAMESEAM

4.3.4.2 THOLNIZBRIRERERICAR Y A 2 NEE2 T T AFEWR EIERL, 7V X80 7T —
WX BHENEEATROEITREZREL, RU A I RENOKR Y A I REOE M2 54
L7,

4.2.46. RYU A4 I F7 4 Vs XRD 12 X A AL

4.34.2 THRONIEMIK L FRRICAY A X NEZ T 7 A BIT/FRL, XRDIZEHARY A
RIEN DR Y A I FEAH O FERE & iR FWHMIZ X 2 B 2 790 L 7=,

F¥#T - Rigaku SmartLab

#R . CuKa, HEIE 45 kV, & HEIE 200 mA

g © 1 kookids DiteX Ultra

HIEEE : Bragg-Brentano 0-20 geometry

HIEHIPH : 20=3~60 deg, 0.02 deg/step

HIEAE— R : 5.0 deg/min.

4.2.4.7. HERZAIC LD RY 4 I FEBOREMDTFH

PRRERAARY 4 2 FEHOMAEHA O = RV X —2EMNZH T % 72 gaussian09 % A\
7o BLH OB MEASSAEIC 31T 5 BSLYP 6-31G(d,p) D JLJE Bk 246/ L7,

4.2.4.8. CpODA-DABA IRV A I ROMBUEEIZKIT 3 EROFM

INBREESAEIZ L 5 CpODA-DABA OO ER & L TRIET 2 v DORRLICEKIT 545G
ZRELE, LU FT-IR CIIABEEDHER TE 202D, Bic L2 &ML o>
2 b—ya rEER LT, WIKALZ FLid TD-B3LYPD3/6-31G(d,p) Z VTR L 7=,
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43 FERLBE
431 FT-IRIZXBRY A I FEDA I MR

A X RMEROFHI L E LT, & 2, 3 EERRIZHRSIL (IR) 4Kk kv, 1370 B LY
1500 cmt @ C-N B L OB &K C=C fia kIS T o =270 b A I MeRELFHR L, IR
ART MDD 2 OOWINFENGA I MEORBREZRE LT, K4-2DFR) A I K7
ANVBIE, 1T ATy FRCTTRKR L TR Y IMP 28N L72R Y 7 X v 7 #k% 100 °C T
10 ZFIMEA L, Ne FPHER F CHIRE COMBT v 2 &28004 5 2 & CER L, PI-1
IR FEAE L =200 °C OANFNEEE T IR MIENATRE & 72 5 T,

CpODA-DABAIZZNETORIY T I v 7Lt L, A I MEDSISHEMENTZ D
IMP #EAMD PI-1 X 380 oC -2 KEE O MEHY- > 7L & IMP B0 PI-2 LV &1 I Mbx
AT 1370 em M AED B — 2 [N/ NS o To, ZD72H ) 77 L A% IMP A O PI-2 O
380 °C -2 e DA & LT,

LIRS 5 < 72 D22 TA X RMeMEEE L, U 7 7 Lo A (PT-2)?D 380 °C THIEA L
AR A I RT 4V ADA I REFEDN 100%DFE, IMP 0 PI-1 13 95.2% CTH - 7= (X
4-3) . IMP &6 ® PI-2 13 300°C & 380°C DA I RLENFEETH L7729, 380°C Tl
fafn L T\ d EEETE T,

FImRAT  TINBGEAITHWT 3 #3380 0C £ TEME LAY A 2 FEIXZ1 AT v 7T
380 oC -2 BB L 72K Y A 2 FEFRSL~LDA 2 RMERThH -T2, TDOdA 2 M
FIZEI L TiE 20d INEAD R T2 < | BofMMBMEEE 30 23 CIRET 5 Z & D lEsR S 47z,
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c=c —» | CN l
(Aromatic rﬁlﬂl}g) (Imide)
. N /7
N f/ \H\

Absorbance [a.u.]

Wavenumber [em1]

4-2 IMP Z 00 L7= PAA 54 ZREE CTHNELV L 72 80°C (A), 120°C (B). 150°C (C).200°C
(D). 250°C (E). 300°C (F). 380°C (@) &V 77 LA PAAEMEH)D IR A7 kL

120.0

100.0
g w00 //‘/o"——_'
g
.2
= 60.0
N
B
g 40.0
= —e—PI-1 —e—PI-2

20.0

0.0 j—o—(
100 150 200 250 300 350 400

Temperature[°C]

4-3 PI-1, K O'PI-2 OKEED A I Mk
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F 44 BIBESLMECEIT S PI1, KOPI-2 DA I Mk

PI MEA I RSt T MR
100 °C -2 hours
120 oC -2 hours
150 °C -2 hours
200 °C -2 hours 72.1%
PI-1 250 oC -2 hours 87.1%
300 °C -2 hours 90.5%
380 °C -2 hours 95.2%
130 °C -30 min., 380 °C -30 min. 95.5%
300 °C -30 min., 380 °C -30 min. 95.8%
100 °C -2hours
120 oC -2hours 78.3%
150 oC -2hours 90.0%
200 °C -2hours 94.5%
PI-2 250 oC -2hours 96.9%
300 °C -2hours 98.6%
380 °C -Z2hours 100%
130 °C -30 min., 380 °C -30 min. 99.9%
300 °C -30 min., 380 °C-30 min. 99.9%
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432 RYAIFT4VLORFERME

JEEA) 10 um DRV A I RT7 4V LETER L, RIBELIZARY A I 7 4V AONFRHESE
HE L7z, IMP 4N PI-1 (ZEAEIN TRIE AR /] 0 7= b PI-2 OB EE S5 D 23
fili L7z,

Srd NBNREE DS @\ & Ak LT L Y. LOMEA B 12 m) | L7z, 3rd JNEEEE A 380 °C
[iE 2 "C 2nd JNEAZ 300 oC 725 130 °C I F &5 & HENT Y.I OEAMEI L 7=, @i e
TLXFTTNANRFATIEYI N 4 ZB2 5 OIFLEE L W ow SOEERE O FRREIX
380 oC FREE L HIWr C& 7,

# 4-5. IMP Z¥RI L7z PI-2 OEA I RAESAEIZE T 5 400 nm OFiE$E, LOVY.I.

PI-2 MEA 2 RAkSeft: T @ 400 [nm] Y.I [-]
A 100 oC 130 oC 380 °C 82.7% 2.8
B 100 oC 300 °C 380 °C 81.5% 3.0
C 100 oC 300 °C 400 oC 78.0% 4.3
D 100 oC 300 °C 420 oC 76.5% 4.9
100 +
,v‘v.v.vpuv‘v;v‘v‘v,v.‘".‘,'oﬁa’.""ﬁéqécoccq‘
80 +
g
g 60 —PI-2_A
(=]
S ol —PI-2.B
E —PI-2.C
é 20 L PI-2. D
S~
=
0 — 1 1 1 1 J
300 400 500 600 700 800

Wavelengh (nm)

4-4  IMP Z N L 7= PAA 54 BRS04 TN 2 F{k L 72 100°C-130°C-380°C (A).
100°C-300°C-380°C (B). 100°C-300°C-400°C (C). 100°C-300°C-420°C (D)

BB AT F L

95



4.3.3

4.3.3.1

RY A I FT 4V L OMRE

RIAIRTANLEDOH T AEBEE (T XV CTE

FEEAY 10 pm DR Y A I R 7 4 L LEERIL, AU A I F7 4050 TMA JIEIZT,
BRI IEARE(CTE) & Tg 25 H Uiz, SEFI1 7 4 /L4 PI-1IEME JIER R ATEETdH - 7272
% IMP Z RN L7- PAA-2 % 1 X Rk L7z PI-2 OINEAG28 5 O H Al L 7=,

# 4-6 OFERD B 3rd IBRE D mWEE Tg A EVME & 7 o7, 7 20d JIENRE & 5
RO AMEDNC Tg 1T@EN 2 & bR Sz,

CTE(100-350 oC fEH) 1% 2nd A, 3rd INEME LI m W FE CTE 1RV MEANIC B o 72

# 4-6 IMP Z RN L7= PAA % 2R E S ChnEva 2 Nk L7z 100°C-130°C-380°C (A).
100°C-300°C-380°C (B). 100°C-300°C-400°C (C). 100°C-300°C-420°C (D)

Tg & CTE fii
CTE
PI-2 Heat condition Tg
(100-350°C )
A 100 oC 130 oC 380 °C 441 oC 11.2 [ppml]
B 100 oC 300 oC 380 °C 446 oC 10.6 [ppml]
C 100 °C 300 oC 400 oC 449 oC 9.9 [ppm]
D 100 °C 300 oC 420 oC 455 oC 10.1 [ppm]
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400
350
300
250 —PI-2.A
£ 200 ——PI2.B
150
%C L00 PI-2_C
& 50 PI-2.D J
o L
B0 | —
-100
0 100 200 300 400 500 600
Temperature[°C]

X 4-5 IMP Z #0072 PAA & £ STy < FMEL72 100° C-130° C-380° C
(A).100° C-300° C-380° C (B).100° C-300° C-400° C (C).100° C-300° C-420° C (D)
D TMA 71—,

4.3.3.2 RNYT I v 7BOBA I NMLIBRDOESGEY

AU T X v 7 EE(CpODA-DABA)RAR Y A X Fbd 2 MEALREIZB W TR S 7z IMP
Do fRZEN % Gl 5720, £ EIFAMENO TG-MS #Hfi & £l L7z, MS ol &6 5H 1 324
HERDBHAE L TV DI CA A U REN @O IR Z JIE LTz, X 4-7 13X 4-6 Ok
HOSEY—7 Th O BEMEHRD A AL v —27 m/z 1ZLLFTh o 7=, m/z =18, 28, 44
Ik, BHR, ZEMLRE LWL AL L E— 7 DB LT,

(A) CpODA: m/z =63, 91, 134, 161, 178

(B) DABA: m/z =53, 80, 108,
(C) IMP: m/z =68, 91, 134,

97



(A)

(B)

Intensityla.u.]

Intensity [a.u.]

120

100
80
60
40

20

I [ T N T T N T T T T S N N N T I T T T T N N T T I T TN T ST N S S s 0

50 100 150 200 250 300 350 400 450 500

Temparature [oC |

4-6(A) CpODA @ TG-MS A7 kL

-~

1 1 1 1 1 1 1 4 s 0

50 100 150 200 250 300 350 400 450 500

Temparature [oC |

4-6(B) DABA ® TG-MS A7 kL
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Weight residue [%

Weight residue [%]



(©

A)

m/z

(B)

m/z

—Ms ] 120
X
= —TGA 100 =
E 180 2
Z 160 8
g 41 40 =
e oo
= 120 2
1 1 1 1 1 1 1 1 1 0
50 100 150 200 250 300 350 400 450 500
Temparature [oC |
4-6(C) IMP @ TG-MS =%-~27 hjL
_ 4
3
4
=
% 28
E 178
) T 53 o o R
Zb ‘ 46 66 8‘0 160 1‘20 l“}O léO léO
4-7(A) CpODA D # A+ MS A7 kL
4
E
«©
e 108
@ 28
E 80
Tl e | | 10 1w
Sb . 160 lgU 260

4-7(B) DABA ® A A MS A7 L
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(©

68

28

41

Intensity [a.u.]

91
119

178

18

‘ ‘ 51 H 77
| !‘H ‘\‘M | m‘u ‘H b , .
m/z 50 100 150 200

4-7(C) IMP ® A A > MS A~ ~b

WICH T AR IR Y 7 2w 7 BRIAIH(PAA-2) & A 2— |k L, VCD &% fAWTC
18Pa ¥ CEZEHME L, 25T 100°C T 10 spflA Yy M7 L — M TNEVE Lic, ZOR
U7 R v 7 @RI % TG-DSC-MS #II7E %% TREAli L 72, TG-DSC-MS DIE 1% 4.2.4.3 L [A]
KTho, M4-8 705 100~140 oC THEDIEAE LREEE —7 & FRFHTEII Sz,
F 72 160~200 °C TH HEHD & BB — 27 BRI S 77D, BERIo TMU &R O
IMP Hi2kDA F o v — 2 2B L7=(%. 4-9),

WD 100~140 oC FHIKIC BV TIE TMU HED A 4> B— 7 BDBRIES N2 &0 b
TMU OZEFSIEFEAE L TV R SN D, £ D% D 160~200 oC TiX IMP D 43fif &
HEINDAF o E— 7 BRI NTZTod, AV T ZhD CpODA-DABA fis, FaLE
M TMU OARY T 2w 7 BEIZEWTIMP 1% 150 oC LA F THIUEA U A I RIEENIZEF L
<, 150 °C LA EDONIEATRE THyfi IR 5 Z & MSHEB S vz,
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(A)

100

80

Weight [%)]
jop)
jew}

Intensity [a.u.]

e

PI-2_TGA
—PI-2_DSC

50

100

150

200

260 300 350

Temparature [TC

(B)

400

|

450

—PI-2_TICC
TI-2_TGA

2.0
1.0
0.0
-1.0
-2.0
-3.0
-4.0

500

50

100

150

200

250 300 350

Temparature ['C]

400

450

4-8 PI-2 ® TG-DSC(A) & TG-MS(B)A~7 kv

101

100
90
80
70
60
50
40
30
20
10

DSC [(uV/mg]

Weight [%]



4
A)
E
=8
o | m/z 72 ==——m/z 116
=
[92]
S
&
o
—
50 100 150 200 250 300 350 400 450 500
Temparature [oC]
(B)

—m/z 68 =—m/z 91

—m/z 119 m/z 134

.Aﬁ.uu:l::u:luu:r—m

50 100 150 200 250 300 350 400 450 500

Intensity [a.u.]

Temparature ['C]

4-9 PI-2I2&F L TWA TMU Hkd GC-MS 227 (A& IMP H3E®D GC-MS %
~7 kL (B)
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4.3.3.3 RBUA I FT7 4 NVEOBREERD

28 3 TRIBRICINENA X R DOR Y A I RIEOEEBR/D 2 59l L7z, F72 IMP OF%AF
FB D75, IMP BERIIK U A I R & IMP RIKE Y A 3 RIEA GC-MS (TRl L7z, 5
JEK) 10 mm OR Y A I RIEOERIZLL FOFREETH Y | stk iz TG-MS ##-illi 2 Fie
L7,

ATy TIEGAE © (D100 oC -Air, @100 C -(02 #EE =20 ppm), @130 °C -30 min.
(02 EE=20ppm), @ 380 °C -30 min, (02 JEE =20 ppm), ©80 °C -Air, F-IELHE:
10°C/ 4y

TG-MS HIE X 4.2.4.3 DFEAFEY . AU A 2 REEZHI-> CHIET 5720, AFEMIL IMP
HRMORY A X RER 7 T v 712 X D838 E L T THEHMITFEETh o 7=,

KR A X RiF 470 oC o b BE &R AR S, GSMSObE—27 H K& 8o
Too VEBRLLTZARY A I REEO P TMEIT MR L TV Dy iR D720, FH KD
GC-MS D A A » v'— 27 Z AW THHE L 7=,

PI-1 (% 470 °C L, EC CpODA & DABA Bk EHBE SN DA A B — 7 B &z,
CpODA & DABA JZH{AFHMI T 300~400 oC fEIK CH 3 L, A A E— 7 BFAL T
TMRARY A X T 25 2 & CrRiRMEIRCTOREN LT,

PI-2 |3 420 oC {13/ C CpODA, DABA, IMP H3ED A 4> B — 27 3R &4, PI-1 &b
i L CEVMIR S e UWMEANICH o7, F 72 PI-1 & PI-2 CIFEVERRVD 1%0 Td! A% 477
oC & 467°C L AEAENDH T2, PI-2 1L IMP kDA 4> B — 7 BPEFITHREL TNH D
EMD, WU A I REEREHZ IMP O3 A AT L T2 ATREMEA 0 & ABE STz,

# 4-7. 2-step S 100-130-380°C THIEAA I MEL7ZHAR Y A I R
1% RN R IR

Pl ] NnELER PAA NP Td!
PAA-1 PI-1 CpODA-DABA - 477 oC
PAA-2 PI-2 CpODA-DABA IMP 467 oC
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Intensity [a.u.]

(A)

4-11(A)  2-step §:14® 100-130-380 oC THIEAA X KNk L7= PI-1 ® CpODA koD

Temperature [oC]

- 100
i —PI-1_MS 95
i PI-2_MS 00 s
=]
- —PI-1_TGA gr
_ - % 1
—PI-2 TGA *-’
: 80 &
- =
i 75
1 1 1 1 1 1 1 1 1 1 1 1 1 1 1 1 1 1 1 1 1 70
0 100 200 300 400 500

4-10. 2-step 5:F? 100-130-380°C THMEAA X KL L7 HR Y A I KD
TGA & GC-MS D A2 kL

— L —m/z 63
=
= i —m/z 91
Z ot
a i ——m/z 134
)
s - m/z 161
I ——m/z 178
0 100 200 300 400 500

Temperture [oC ]

GC-MS 2~7 v

104

600



(B)

Intensity [a.u.]

- —m/z 53

i m/z 80

o ——m/z 108

0 100 200 300 400 500 600

Temperture [oC ]

4-11(B) 2-step §=1:® 100-130-380 oC THIEAA X K{k L7z PI-1 ® DABA kD

(A)

Intensity [a.u.]

4-12(A)

GC-MS 2~7 v

: m/z 63
_ ——m/z 91
o m/z 134
L —m/z 161
I ——m/z 178 /
FEPRT TR YRR TN ST TR Y T TR I S """:—'—/Jllllll
0 100 200 300 400 500 600

Temperture [oC ]

2-step Z&f: 100-130-380 oC THIELA I Rk L7z PI-2 ® CpODA Hik D
GC-MS A7 bv
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(B)

©

Intensity [a.u.]

Intensity [a.u.]

| —m/z 53
- m/z 80
i m/z 108
0 100 200 300 400 500 600
Temperture [oC ]
[%l. 4-12(B). GC-MS spectrum of derived from DABA in PI-2
i ——m/z 68
i m/z 91
_ —m/z 134
0 100 200 300 400 500 600

Temperture [0C]

[X]. 4-12(C). GC-MS spectrum of derived from IMP in PI-2
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IMP ZiN3 2 Z & CRY A I FIEERFFOIMBIRE 2 LS E 2 2 LB AlREE o7z
72, BIEREO MBS A A K B EWE D 2L A - L7z, BEEH 10 pm OARY A I R
TANEEEHK L, RY A I KT VLD TG il & 4TV EE B 1%0 Td & ZAE &
D 5%D Td5 Z 7l L 72 (& 4-8), 2nd fI#ERk 1300C L Y 3000°C @ J5 A% Td 1TV MERIZ &
STz, TAU 20 IIEADIREEAY 130 0C D J71% IMP 235547 L3 <, 300 oC T AR NN 3
EWZ ETRERALX—=BEL 720 IMP OGfMBRDi Irol- b BES D, 8 I
AR 1T O ER IS IHEWE A ) B LTz,

#4-8 IMP %1 L7z PAA 5% IR E S CTNEA 2 F{E L 72 1000°C-130°C -380°C
(A). 100°C -300°C -380°C (B), 100°C -300°C -400°C (C). 100°C -300°C -420°C (D)
EEERD Td & TdEE

PI-2 INEA X R AL S Td? Td>
A 100 °C 130 °C 380 °C 467°C 492°C
B 100 °C 300 oC 380 oC 482°C 497°C
C 100 °C 300 oC 400 oC 479°C 497°C
D 100 °C 300 oC 420 oC 482°C 499°C

434 RV A I FT 40O

JREJEH) 10 pm DR Y A I RT7 4 W DZAFRIGIZ T T ZAHMRDDRIBEL . 7 4 /b DD
TEHECTOMEZBIE Lz, IMP Z%IN L T 3rdNEAD IR EE A i o AuE i ik B L7z,
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7 4-9 IMP Z¥RIN L 7= PAA % SRS ChnEAa < R{E L7z 1000C-130°C -380°C
(A). 100°C -300°C -380°C (B), 100°C -300°C -400°C (C). 100°C -300°C -420°C (D)
FERREEE— &

PI-2 MEAA I RALSRZRAE Ts [MPal E [%] M [GPal
A 100 °C 130 °C 380 °C 216.4 16.8 6.40
B 100 °C 300 °C 380 °C 223.1 17.6 4.24
C 100 °C 300 °C 400 °C 201.8 20.2 4.75
D 100 °C 300 °C 420 °C 210.9 20.6 3.95

Bt Em EOBIR & U CH 3 ERBRICIBVEEIC X 2 &0 FREIEBIRARBI L2 &
WIESIND, ZDT=OMBIRERNC GPC 7l 277~ 72723, CpODA-DABA %I XfIE T
FRMEDMENZ & 25 DMF EDOEEIC AT Th 7272, GPC TOof &kl LA Re T
HoTl,

CNETORRY A I FMEREEROROY MR Z — Rk S 7, & Tg « mEtEo R
UA I FIRAERICT 213N TREEZ SIET 5 B2 255, Y.L bW kL&D
RPN E 2ol ZOBHAMEEBLICBE L TE 1 BETHIRR, H3HETOMAELIZAY
A X FOLFHEEERIC LD E AL TR FRITER SN D CT 8K RIZ LD 6D
DEEIND,

RY A I FOFEER & LTI 3 BRMRICAR Y A I ROKEHDO T I 31k
IZEY = Fefb L CW D ATREMENEE S 2720  FT-IR 2 VT = b m Lo #2855,
Flo= b I XD EAMEDOEIC OV TEHERFZ AW CIME L7z, £ 3 =D LD
(2 IMP D534 AMCA 23 Rl &3 D AlRetE b mW\ EAE SN 5. Aimll B W Tidth
DS OE O REZERE L, CT $5AIAICE L T, PREAEE CTH LT I Ul
KDOEFMEGHEOFTFER(N T =)0 0T T IR BRI RS 5 E W5 M E
EOBERT 727 ¥ = NAMNRIUC X 250 TNOBEMRBENC L 55 G54 LICL
WERES I, R A X Ry F8HEO CT S8R RIIRIR T D RN H 572D, AU A

REEDE M & AR Y A I RS OFH & FHERAIC X 2 BHEOZE(IC O N Ty I 2 b —
g U CHREEE LTz,
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# 4-10 FINEA I MESHEIZHBIT 5 IMP 23N L7 PI-2 R U A X REORHE—E

PI-2
HHA unit CpODA-DABA + IMP
100— 100— 100—
A 2 FbIREESt
130-380°C 300-380 oC 300-400 oC
‘ ZiHE@400 nm | % 82.7 81.5 78.0
T

Y.L - 2.8 3.0 4.3

CTE| 100-350 °C |ppm/ °C| 11.2 10.6 9.9

Tg oC 441 446 449

BN

Td: oC 467 482 479

Td5 oC 492 497 497

Ts MPa 216 223 202

TR E % 16.8 17.6 20.2
M GPa 6.4 4.2 4.8

4.3.5 CpPODA-DABAZEIRY A X RORMRT X ) EOEIC L BEFBDOELR

INBMREE A EIZEWD Y. Lo E &R 400 nm OFBHENME T LTV e, ZOERKRE LT
K7 L DO= b RECOBEROAFEMELEEX DD, = heio FT-IR Ov—7
1T 1500~1540 cm-t TH V. % 3 ERRICHBEEPMER SN2 -72(%. 4-10), Z4Z
FFEHEDOE—27 )3 1500~1530 cm-! TH D72, EHRY AT HZ ERRERZ L, £
= e REIZEME L TR L TV D ERENSD 2N LB RE ST,

ZZTHIIORY 7 X v 7 gD GPC OFERD D 1/40 OAREE (Mikk72 © 1/20) THHE
WY SR N 2 AUL I CE R W ATREME S B D 72D, R 7 2 /b = ha ik
L LTZREDFBRBLEDO Y R 2 L— 3 > LEBMEZRGE LTz, Z OfEF 400 nm 13235 = b
7T K D B RIS R S AL, FIBDGREIR N KT D FTREMED @ T & D3RR S T,
ZDTDT I D= FaAsDZBEBENTH > THEMEICEET 5 RN E
ZEPIRENT,
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fl N P Y
NO,

-
:
:
:

30~40

ZF—2n 2. FIREARY A I FORIET I EEOm1L.

(A)
— B
(©)
(D)
(E)
(F)
(@)

FEBEC=C

Absorbance

1550 1500 1450

Wavenumbers [em ]

4-10 IMP % L7z PAA 2 K98 £ CTINEV L 72 100°C (A), 200°C (B). 250°C (C).
300°C (D), 380°C (E), 130°C-380°C (F). 300-380°C (GQ)?® IR A7 kv
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——NH2-edge
——NO2-edge

Absorbancela.u.]

300 350 400 450 500
Wavelengh [nm]

X 4-11 TD-B3LYPD3/6-31G(d,p) % AV /= EAEBRA Y 1 2 Fod
K= h A Rlc X ARINEED I 2L —2a v

436 RIAIFRT74NVAOBIRIC K AEEME

WIZAR U A 2 RSO CT SR DRFEZHT-0 . R U A I REOBLAMEE FHE T 5 72
DT Y ALA T T —IZ X DEN - mADEITRZRE Lz, 3 ERERICENOEITRI G T
AUR, T7AHMR EIZH L TRY A I FEAFATRRETESIL TWAD Z L2 B L TV
Bo TDTHTT T AR L TOEREDFATHLEEMEZFE L L TWND Z & TIERL,
R A I FEOFNERLTWND,

AT AR ECES 10 um OR Y A 2 K7 gV 2E2ERL, 7 4 LV 2O REITREZRE L
72o IMP SN PI-1 1% 200 oC F2EE 2> & N J7 18 O JE T =R (TE) 23 g fin L 7= DIk L, IMP
ZUANLT2 PI-2 13 150 oC FRETRIFI L TWe, 2D Z &b IMP (XENALAIPEZ A S
HTWD I &R S,

F72 3 ETITHICIBRE D M L5 & IMP O fEH kK &EH8E SN D BITROIK T 23 i
KAE D 0.01 FREH > 7223, CpODA-DABA #i& ClImN A O TE 1XIF & A EIK
T4, 0.003 f2E THho7=, it CpODA-DABA I LE S CHIIE 72##1E T v . CpODA
IZ A B o iEdE o ERNIE S, 7 h S DABA OHSEDKERESLT 7 T Y
— VA SVHEOZFHNBRENZ & T—ERRINTBMPERRIIC S Wz SE ST
7=
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3rd INEMEE 380 oC (Z[EE L T 2nd JIEADIRE 2 284 ¥ 7=3 7 )L CIXTE RO T
RICHEZIT o272, IMP 1#E F CTIIINMEVEE 130~150 oC F&E CHROAMEDSTHEE L

TWbEEZLND,
F7- 3 Z[EAEIZ IMP % 300 oC UL OV EHTER nay OH TR Dn 1R 7200
Z LR ST,
1.670
T 1.650 ° H o o e
]
s °
E 1630 t o
2 . ePI-1_TE
'3 1.610 |
< e PI-2_ TE
51590 °
e o o PI-2_2nd 130°C_TE
1.570 e PI-2_2nd 300°C_TE
1.550 ' ' . .
0 100 200 300 400

Tempatarure. [°C

X, 4-12. FIRESRMECTMEA I Mebaiu/z PI-1 & PI-2 D
BN G ETE)D RO 7 1 v k

£ 4-11. FIRERMETIEA 2 MbE7z PI-1 & PI-2 O F4RE

Temp. [°C] 100 120 150 200 250 300 380  130_380 300_380

TE 1.586 1.615 1.636 1.648 1.650 1.650 1.652 1.652 1.651

PI- ™ 1.569 1.568 1.575 1.579 1.577 1.568 1.576 1.576 1.575
! Nuy 1.580 1.599 1.616 1.625 1.626 1.623 1.627 1.627 1.626
An 0.017 0.047 0.061 0.069 0.073 0.082 0.076 0.076 0.076

TE 1.593 1.630 1.652 1.654 1.652 1.651 1.652 1.649 1.651

PI-2 ™ 1.578 1.588 1.588 1.583 1.576 1.577 1.575 1.577 1.576
Nuy 1.588 1.616 1.631 1.630 1.627 1.626 1.627 1.625 1.626

An 0.014 0.042 0.064 0.071 0.075 0.074 0.077 0.073 0.075
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437 BRIAIFT74N0L0DXRD (X AE M

WIZARY A X REMOIERECZ ORRFHE A RIS 5 72D XRD 2 AW CTRGEEL 72, H T A
FEWREICESH 10 um DRV A I RT7 A NVLEERL, 74V AOXRDICLAHARY A
REEHE DR 20 20 DR, £ EiE (FWHM) (12X 252N L7z, IMP f8R
MO PI-1IFOOEFRUZ LD WEDFRZEN K E o7z, IMP 2RI L 72 PI-2 O A HE
L7, RETHRAROEFEIIRY A I FEHBOEROIXo S 2B L TEHY, AU A
R O IEREE 20 T/RL TV,

2nd JIEVEEE 130 oC TiX 20 13 16.66 TdH 7243, 300 °C TIL 20 1% 16.76 L 720 AU A
I NEHRI OB I < 72> Tz, F 72 3vd MNBVRERE < 725 & 20 1T RE <o T D
ZEnb, AU A I FEBOBBEHIES o TWD Z ENRBR IS, DF D INEVEEN
W ERY A I RSB OBEEENE L 226 mICH Y . Z4UTaEHF O 20d IIEUZIB N T
RTHIVUIRY A I FEHFIOEREHTIE S o7,

F7- FWHM (% 34 JIBADIRE N B ORI TIIK oo fzlowd, KU A I REF OB
ZIA ELTWD Z LRSS, Lol 20d 2L 130 oC & 300 oC T FWHM (3 300 oC
DI DEPNIRNZ & B EIRGAE T ThiuX FWHM 235 < 72 5 D1 TR 2 & A
ST, 2nd fNEL 130 oC [EE T 3rd JNEE 380 oC & 400 °C Tl d % & 20 & FWHM
HRI%ECThH -T2,

Z D78 2nd EAD IR FEFEI(130~300 °C)i 20 DA, DF VAR Y A I REHM O BEAECRE
FFHEEBZDZA I T THY ., ZORICEMEREHETICRE LG AITFR I A IR
MO FEBENEEIE R S - EEE S, FWHM OfEDBIAR > TLES -2 ERHES
ND, ZHUE2000C LU EOIREEEK TlE 4.2.8.2 TRENZ IMP OOENEAETHZ L
FHHELTWBHZ EBREESIND,

F I EYTER OB EEM A BB 5 & 2nd MNEUTI WV CELAIMEDSHEE S, 31 AT
BLPED AL D Z L e < AR Y A X FEHM OB/ NSz B2 BN D,
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7% 4-12. IMP Z¥00 L 7= PAA B2 SR E S ThiEAA1 2 F{E L 7= 100°C-130°C -380°C
(A). 100°C -300°C -380°C (B), 100°C -300°C -400°C (C). 100°C -300°C -420°C (D)
XRD 7 HEHENT7- 260 & FWHM OffE

PI-2 INEGAE[C] 20 [deg.] FWHM [deg.]
A 100 °C 130 °C 380 oC 16.66 3.98
B 100 oC 300 oC 380 oC 16.76 4.05
C 100 oC 300 oC 400 oC 16.78 3.97
D 100 oC 300 oC 420 oC 16.80 3.92

6000 r

— 5000
<
2 4000 |

)

23000 |
‘B
*§ 2000 r
= 1000 r
O | | | ]
5 10 15 20 25
20 [deg]

[X]. 4-13. IMP % #$/1 L 7= PAA % 251 S ThiEA( 2 R L 72 100°C-130°C -380°C
(A). 100°C -300°C -380°C (B). 100°C -300°C -400°C (C). 100°C -300°C -420°C (D)»
XRD A7 kL
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4.3.8. HENZIZLARY £ I FEFIOREHDELR

B3LYP/6-31G(d,p) DR ZMAWTHY A I REMO= R LF—LEEEZR T Lz, Zh
1T 2nd MMEDFEETHRY 4 I FEMOBHBEAZ(L L CHERE, BT, XRD OfRICHER
WEUTI20, THENDERY A I RIEOREZ GG L7,

FEARVA I REHBIOV I 2 b— a3 VL DEERNS, MHFRIR & v 7 {38 HRLA
By JREEICH AR TLEETRLX—TCTHY |, BRLOT W EBRHESND, (X.48) L
LI 4-9 (2R T K D ICHIFEALR & o 7 iR 3 b I B < B LT N 2 AR S
iz,

SRR Ot ARG RAT IS T 20d JNENEEE 130°C & 300°C Tid Y.I.X 400 nm D it
RIZHEEEPDH Y, 3000C DI NHGHFIFMMLT L TNDZ b, 2nd JNENEE A EIRIC
7% LAHFERIR &y 7 OFEREIEIC/2 ) T VAR E K B L L HEE S D, 2nd INEA
A 130°C DT REATH LM & L TUILET RV T —DZ L 2 BT 5 & AZ BTG
INZWATREMEIME S, 77U AL H 7T — O #r=RI% 2nd JNBGREE DS 130-300°C TH I
BRRNZ e Z e L mENELAPEIZFREEBETE D, FXRDICEDARY A I N4
fF D FEMEEIS 2nd INBGR LS 1300C DS BIRL AR Y A I RSB OEEED RV 2 & TEHEMEN
W SN EBETE S, V2 —2a 2BV THDABAD in 2% » 713 0.35nm LA
TOE#CTRAEL, MAEFEAOTINVF—NLEILRD, ZORAEZRTSESZ L
<, RV A FHEBIOEREZ AT -ZER E LCTIMP A5 2615, 37205 IMP IRIINAR
UA I RTHIUX, 20d JIEGEE MR & IMP S FET 5 72 DRI R 2 7 (20 s
HKCTHoTHRY A I FHHOHERHIE ST v, FE/IHISNS & THEND, R
IMP I3 EEZ R L TW2GAIE, AU A I FEHEDR K VIAT oD aetknd b, £
D% D 3 JIEVT IMP 235395 LR U o 2 NS OHEEIEL 720 F S5 238,20 N
BN A 130 oC L ARIRIZERE L, 3vd IELT 380-400 oC (ZF%ET UL 20 K S (K
UA X NHBOEEEA S 72FF) FWHM & FiFoind (Bptkem b)) 2 &an, B b
DEWAIFFED X 5 72 CpODA-DABA R U A I R TohivE 2nd JIEURE TR Y A I FHHH
DEEREZ RECR LoD, SJUMECTRIAMEA AT Z L R < BRF R EL e EX B D,
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4%
b5, BOLYPDIEINGWR) g
Reeno (Re . teion ] S e RS
(' 6Tkcalimol 5. ® J‘*;ﬁ.“h’hﬂ:‘a T AR -
OEEHEE b o
o 7 ‘%9 ;. Q%“\,_,f""&?#r’ﬁ %
ffff bifodenlood £ >
) d { f I . :} DABAR £ D TmR2u%. ,‘g‘t‘
; b b #MCTRIN
o o) o] ' J
o o KXHEBRa9Y 5* o J ?
o ;.'NO"WWNQ—— 56 kealimol , % ‘%' "’5‘“’”‘; %{3 .
g ° i OHEHER 4 ‘ >3 /? o
fffff e e JaTe Do, AR A o
S enes Teint SINNRY : Rt SLIE AN S

X 4-14 B3LYP/6-31G(d,p)&Z W 72K Y A 2 RO R X v 7 HEidED

TEMDY I 2L — g

- — BIRUA S8
2 — 1BEARUZRE
2 r
=a 2 G AYRUA =184
360 380 400 420 440

Wavelength [nm]

¥ 4-15 B3LYP/6-31G(d,p)Z V=R Y 1 I FHO R Z v 7 HEEIC L D

WD S 2 L— 3
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(A)

PAA [=1]

?@%ﬁ Ol Lefodododuiod

HO

S °”>f ST smmsmmensimy b ) ¢
Wolodmhgr - Jtitorodonn

4-16. THEEND IMP O#EIZ L AR Y A 2 REHO R Z v 7 #EEO AL,
(A) PI-1, (B) PI-2

LAY A X FEHMOBEHEA AT 2 Z &3R4 I FEMOHAEERIME TS5 2
ZHEE) L, MEWE Tg, CTE VIS b EE TH D 2 LIXATHESI THLIH R TH 5,
F7ZIMP IR Y o I FHEMOBEREZ KT T2 23, MREIR Z v 7 #iEZ2 A L3O EL
ZLTWDAEREDRH D, (K. 4-16) D78 IMP OB THEIT R & v 7 s 2 TR L
RTWVWERET 2O THIE, 4%DOFRE LT IMP IO BRI AEN & L Tam<
PRI AEFITTRO L D R HEMA L v 7 25T DALEM THITH 2 % @i,
BMMEEZ AT 2R Y A I FEEZTERY D ArRerEDs i S 7z,

SHBR 4P
EEBRSY: WRNSL l ()
) “N@,NH O D £~

DL UOELD DG L.
. oL B

o o Sy o s m_@_

H HN‘—< H N--- 2 <> i;rij 5[1:?
Y H 2 Io o oH

4-17. IMP (2R 2T L AR Y A 2 REHDO R X v 7 iEED AL
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44 FL

AWFFETIE, AR, @&, AT 5R Y A I FIROERICE L TEHIERK
KU A RIEOMTEEFE LTz, AU T v 7BILOEMICBNTOREEZERT HI-
D, BAEMEBVE SRR AR IMP 2 -V TR U A X RIEOREMER] B2 ATREDRRE L 72,

EFPEMBWEEZ AT 5L STV 5S CpODA L ES EowEL 2, KU A I FEMO
KFREEMED TR & TR EID DABA #AG DRI ERERXARY 7 v V8
(CpODA-DABA)IZ FT-IR (2 & > T IMP O 3 FUEEDHADHER SN, U T 7 LA
? 380 oC MBUZFBNWTA I MERDYFL—FLTWNDZ & 2R LT,

HFRHEIZBWTTIMP 2RI L7ZARY A X K7 4 LV AFEOFEINZBEET, &R
BANRIRE L Zp o Tolod | YI N S3 TR DIRERRGE A MGE LTz, T ORE 3rd INENEE 380
oC ThIUTZ—7 v MEZER AR LT,

MG (2 350 C CTE(100-350 oC 8 (% 2n0d JIEEEE Srd JIEMEE 23 i CTE 1
RVWERICH o7, ZOFRERICONWT CTE ITEH#EEEZ BT 548 U A I FETERVWEZ R
FTZENEHITH Y, CpODA-DABA OFEEILIN & 4HE X415 DABA @ nn A ¥ v 7 %)
RicLsbo g sn-,

JEHTERIC K D BN PERTAG T 3 B L B ZBIRRWER A R L, 77205
CpODA-DABA @ & 5 e@mifitEW 2 BT 2 Y ¥y eEHORY A I FIIMBIRE 2 W E
& IMP Wi+ 2RIV TS TE OJREITRPMER L7220 » 7272, —FERdIA L
72U A X REUI%BEONMAATREZ SEhE L CHEAMEDRARIUIC S WD & BRI d A58 &
ol

XRDIZ X ZHRY A 2 RO BRIV TIE, 20d JIEVEFE 2 130 & 300°C, 3rd &
FEAY 880°C LA UTH 20 O TMICEAL Lz, Zaud 20d MBEVEENENERY A I R
FHEINEL o TND Z L 2R LTV, TOOBITROEAME & B#H S TELRT D
& CpODA-DABA O L 5 77 Tg 7otk it o354, 20d JIEGREE(=3000C ) TN OELI)
PEDRE L, 3rd MBNZ B W TIIELRMEZ AT Z L2 < AR Y A 2 FEHEN NS R 2 &%
BHRLTWS, 2078 Tg SCEEN 3vd EADIREKF ThH 722 L3R A 2 FEEO
FAERDNBRSEEL TWDLZ ENRBRINTNWD, & Ty EHEEZET LRI A I MK
R DIZIIAR Y A X FEBIOMAEEANRSLEEEEINDS, L LSz s8
ITFEEMEDE L AR T 572 0@F@IEZ MR LN bR Y A X RSB OHEEERZ RO 5
WERDH D, KmDT I 2 ORREIZ X DB A THIVUIER LR IEFI O H A LB T o 5 03,
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RNY A I FHHEOMAEEROLAEIIRY A I FEMAOREL 2 o —ArdiudEEy -
EIMHEN - K CTE 2 A4 2RV 7 2w 7 g & BME AR 2 WA Y o X FIEOREELAN A
RE & 72 2 ARt HE T,
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5 ¥

AR L TIHRIREMBUC BT DR 7 I v 7a R A I M E 2 FEEBET LT
D, WEMEBER AR Z HWTA I MeEaRESE, AU A I FEOHBIRE R Eo
Bate . CPIREREAFR Y A 2 FIEOARIZBW TR I T I v 72 R) A 2 Mestw2 Rk
BRI LD, BIEMERME LR AR IMP 2 W TR Y A X REEOBOREE A EORG,
A N i E A2 A3 2B R U A I NEZ BT 2782 320 L7,

B1ETII RERBEROT VX NVALPLCBER Y U — 27 OF LWFEIT - T,
T AL D ERSCENE 2 TR 2 5 K 91270 T 4 AT LA DZEREIZ DN TR~ Tz,
LSBT T ATHERINTVD LI RT Ty bAARLIET TiEZe < B THES BRI
HIFONDT A AT VABREREIN TN EFRRIND, ZZ2TT7 LR T AMELE L
CTITAF v 7 HMOBRBEBED LN TEY, mEimE, RIERSE, FEFHm, b
B, SRS IE, AKRARENY YR E S OMERERMEE L A B0 Y A X RS EH
ENTND, RNYU A I RORBEMEIZI W TIEEE, HERAERE AW CEEBTHRG S &
DRI B OWF TN A T D, ZIUTEHEREMETH ORI A I R, TR Y A 2
FHETDRY R XA F YV — L AEEIC RS SE TR E LTRFSE T
LEFTHDLN, HEBG TN TR L CHEE R D, B2 E S 0o ThHiL
(EBEGAEENFREZR B CORMEMER ENEE LW L2k Lz, E70BHMEN
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