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Preparation, Structure and Properties of Polyimide Films:
A Comprehensive Experiment of Polymer Chemistry
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Key Laboratory of Organosilicon Material Technology, Zhejiang Province, Key Laboratory of Organosilicon Chemistry and
Material Technology, Ministry of Education, College of Material Chemistry and Chemical Engineering, Hangzhou Normal
University, Hangzhou 311121, China.

Abstract: Various aromatic diamines and dianhydride monomers were selected to synthesize binary or multi-
structured polyamide acid solutions by solution polymerization, and the corresponding structured polyimide films were
prepared by solution casting and thermal amination. The effects of different monomers, compositions, and other factors
on the properties of polyimide were explored by testing and characterizing the structures and properties of polyamide
acid (PAA) and polyimide (PI). This experiment is based on industrial practice, which is consistent with the process of
industrial research and development. Encouraging students to deeply understand the relationship between the
structure and performance of polymer materials can stimulate their innovative thinking and cultivate their ability to
analyze and solve practical engineering problems.

Key Words: Polyimide; Structure; Property; Comprehensive experiment

T SRR T MR AME I — TSR IR PRAE, R4k T S IR AR SR A AR R A B A
TSR . 10 H AT 2 BRI e 2 A 2 SERR I H 5% 3T SR AW T IR IR
BSEAE L, Za. WIHESSRITH B, AR TR SRR SR BT B A E®

Wek: 2023-02-20; FEH: 2023-06-21; M%K% 2023-06-29
“HIRfE®, Email: yhaitang@126.com
FE vl FUNITITE 25 TR H (23— R B BN R S #m H (2022)



No. 11 doi: 10.3866/PKU.DXHX202302046 231

WENZTHM, 728 TR SN, FRET WS SNSGEA LRI E, AT 2240 S258 1 5 3
i, BORSEAERIL S D8, WD 8 TR R R B bR, SE AR ArE LR S8 6E, o dT i
ML HRT R RERAE, A TR I R Re R,

W% (PT) A2 & 70 T A R M B Bt S O b RSBl 2 —, B R Wi s it fe, nIvE
200300 °CZ Al KA A, BIAEAE—269 °CIHIMAS S H N RE PR FF R IF ;s B RIFIM S 4%
PERE, A H5RE A100-300 kV-mm™', AHEEE3 AL A, A EIFEN0.004-0.007; [FH & H A M7
P15 e . R Raoe PERN I 1 45, LB SRl hr (d 5 AT 1A 100 MPa, SRR E W TE3 GPall I,
T JFL A7 B T o 7 i D) L O vy ) i P R s LRI R B (K& 1075 °C's PIRI LR K
CEAYERE A E BT FE T 5 BB AT ST R RS A R 2 —, DAILTF R B . Sk
g, Bl LB E A MBSO T M TS BUR. UL BOE. RUE T BRESUR.
Horp g2 g EE MR —, FENHTHET. EE8, I “BE R
NEHES R THEAR” O, BT 4K & SR AR M &l g, KRS AW & 26 6l e
TR SR, SR A R 5 S PR e A R s T T A% 52 A

[R5 K27 1% S5 07 Wy IRV ol K 27 2 ik S 8103 T Ve v 17 38 1 I A 5 g R ko PR i 2k e
Wl ) 232 S 06 AN IR TR ACAZ FI P& RS A 52 56 o /S SEZI6 01 H 78 1% 97 2 AR 3 5 SR e 1 1 [ I
BT IR A A S E AR, EERHE LB A E A — B R AR PR
P S Jiz S BR G s 483k 2Pl e A R, 5] S AR AR s SCHR I B S B R IR R — S0 A,
W SEIGIR 2, SR HIER RS T A LR — 08 2 TC S M I SR e LR, AR5 2 3t VS YU 9iE
TR Ak 1) 75 A I 235 4 ) SR T 0 e o, e i e ol 28 T TR % 56 I IO % P Ak 5 3R AAE 40 BT B Ak 45 44
ERBEW A ERE Z M R, FHRER U R 2

1 SERHK

(1) T AR SR T 0 Ji 1 45 A R A0 AT PR e o, R 0 SCHR A I 7 AR L R BIIR

(2) 5 3 8 T I i o) 4% 180 — P BRI R4 7 v

(3) THRLLAMGHAL . S HTAL . ZER IR B B SHUIR BT A S5 A B8 7E 5 40 T- B RHT
o (g R

(4) % SIS B I B B 45 RN s 4 TADRHE % . 4540 5 MR RS 2 IR ELBE I 6 &

2 SRFEH
(o]
%MR@@W@%&%E%L%%%%@%W@ﬂ%W%*%%%%,ﬁ*l%%ﬁ%%ﬂ@

e}
o

GER(L T N o B S, PIE BT il e R O A RN B . 1 2 R A TE
(6]
BT, G O R (DMF). — U 2 k(DM AC) DU 206 IR (THF)/ YRSV A V. N-F
DL 8 45 (NI 258 7 79 P AT AT R T, 75 3 SR 0 o 10 0 DR A —— W) Y M SR R R RR (PAA) s R TR 4
oAk 25 T Ji Ak BT Ak 1 7 1 43 FIPTL
ST T £ PR SEATLEE A0 F
H— PAATIE .

0 o) (e} [0} (0] (0]
HO OH HO
Q O + HN-X-NH, ——> H H 0
N—X—N
0 o) (0] (0] n 0O (e}



232 K %t 2 Vol. 38

H PAARIEIZAK

o} o o o o} o} o o
H< © : OHHX-HmO — %NMN—X%NMO -+ nH0
o} o} n o o} o} o} o} o}
oo, O O OO Ot O OO O Hes 8T
e L, T, UL, s HE AR BRI I, AR AT S

Ft7R

K1 LR & IR

[LES EA Y e TE %5 p./°C CAS%

i PAUSSTIE YA ] N/

il >‘N\ 87.12 - 127-19-5
(DMAc)

108.14 138-143 106-50-3

I R m—{ )

0.

4,4'- T [ TRk 200.24 188-192 101-80-4

NH,
HoN NH,

0. 0.
1,3- 7 (4 3 3 ) 4 /O/\Q/\@ 29233 115-118  2479-46-1
HN NH,

(0]

HZN@O@%OOONHZ 432.49 195 13080-89-2

(0]

;
FF
2200 [4-(4-5 L A ) 3 A ) D
HN;Q();@*COOONHZ 518.45 159-163 69563-88-8
1,1,1,3,3 3/ A
I

¢ o
- 1,2,4,5-34 S VY HI R — 1T OMO 224.17 240 2754-41-8
e} (e}
Q
¥4 40 R OMO 21812 283286 89-32-7
o o
[} o
3,3%4,4'— A DU R R — I Oo 29422 299-305  2420-87-3
o <}
o o
F
o F\*/F 0
NEBF . 44424 244-247  1107-00-2
o F%F\F 0

SAE RS, PIMEHEREILSEHUR T H A A AL S 25100100, Sl RSO, KB A
PR IR S5 K MR, T 1) 26 PIADRHR  F PR AN g 22 PR RERRAT i FH A 1) 0 5 SRR SR, 0 o 1) 6
PURARERT V5 A A AT A% BN Ak BE AT o AE P 45 44 v 51N A g B Sk B0 JBL - (A i 1), BRI
PIZEM HORURENE , 88073 18] 2B, AT DL R AR PTAp L7 A0 B T IR A 2, 1K 3 B AR R A L8 2L
(1 H R, AT A PL AC A i P RE HEL T 8 AR R I RO 121, e b, PLO» TS5 FRAFAE KR A3, 634
BT LT, 1R AT S BT AR (D E) 5 TR BB e R 45 B, T A RERE 6 A
WAL, A HL T AT 6 o ANLEPTO: S5 44 PP S N B H Sk AR UG EE (n 2 S L BRI 3 ), B AR Py
TEEH T T A SR & R, AEPLY 145 A TR SN Ta) A B EE A4 1) — i 35| N AR ST 1 45 74 T AT AR
DPIFR LA B M 28 S WD IR B A P ] 5% KT PIRA RS T8 (i W], AT HL 06 A AE DG AR . LED A& 4k
B{]Eﬂﬂ[lS—lS]o

44-— (4B EIE) %

=




No. 11 doi: 10.3866/PKU.DXHX202302046 233

3 SEIAAER A
3.1 SZRAUEs

ZLAMEIE A (VERTEX 70, f8[EBRUKER), #E53H{(TG209F1, fEENETZSCH), shZ&#ML
MR HTAL(Q-800, ZEETA), JIAEMEHRIGHL(UTMA204, = BHEE), 8K, HaiidEes, HiR
e, BXTERM, B TRAS.
3.2 R

SR R B R T IEE A TR G SRR, RIS T N A A AR R
&2, BRI A i al, A R O Tk Al

4 SERPE
41 PAAEYRHIHI%&

(1) PR ESZGE, FFARE PR PR A /N E N R R . [BAA FR SRR N %
HTE B AR AR 1/3-2/3

#AHF 2

Ao 3w 7y

Bl BEBEBEPAAESREEREE

(2) MEUEEN kB T = O8ME, JFMNEREER, FTFEE, ff e i .

(3) K5 T REEEIREL L« LI PSR IS N = A, SN EUS, $5 1 SO AR R IR 7E20-60 °C
Z I8, 7843 SN2 h B AT 15 24 N PAA YA . PAAVETR It 8k B B 3511 7E 25%—3 5% 2 1A N L -

SCHRAE LFREE 2 1Y B 2H B L 262
4.2 PAARERRFE R ] %

I — 5B S PAAVS R B BN 2 B Tk d, BIATHT H A 3 I PAAYTIE, 18, NREHEISH]
4R IPAAEA, FTRUTiE LU AIRE 2 B2 . Wik 2k, LR ZBRITE Rk E g, =
BT, 7860 °CF EZTIEBIEE, 52|PAAMA,

4.3 PAANIR 5RIE

(1) PAARIA BT o SR A ZZ R A E AL, ERBUT MPAAREAT BT N7 #T,
W EPAA P AT L VG R . B IR B AN IR (To)~ 3N FRRFE (Ta) e 45 b VA IR P (Tn) 25 o 3AOIE
Jiie HEL B ] DA R 4B S PAA I B e fk T 25 .



234 K %t 2 Vol. 38

R2 AR RARA R

Frs - —BF
0 0
0
REEL Hﬁ@O@—!—@OONHz o} 0
(\)\
0 o
o o
0
joo! 00
H,N NH,
o o

(2) PAA K PIRILL AN ERE I3 M o B T 1R T PA AL A JURE B, O3 e £k R PRI B8 Bk R e, R 4z
SHATR)EHEAT LA GG /38T, 1SPAALLAMGIERE ], W F SR W PAATE AL Al J5 (R S5 A8 4k, A T
R4k AR
4.4 PIEERIHIZ

PIHE I il 700 0,2 PA A VA VIR (140 14% B JB0 7 7711753 31/ PA A ok JI2 I % PA A Vit 12 JE5 1R AT e A, P A 5 B8

(1) KFPAAVE TR 2] DU I20AL W A 3 B 5 B ) SR T 0 Je v s F iy PRV v B I i -, FH B R 1) %
fEPAAVE TR A1V T PSR B 1 (W B2 7R ) o PAAVA AR 1 1o iR JI2 117 J5E B2 2 4% 1| P17 i 52 2 )
KEESH.

(2) ¥R 7E A PAATE W 0 BE B AR /K T 70 B T AT R 7 3 IR 10 S R T A b o B TR AR THE R
7 (W] 225 E3), LA 2 PAAR IS 0 I 35 75 B S0 Ji&e A0 75 A [R) B B i B8 ) 25K, e £ BT 159 PTIE JEE 11
JRE . TEBAEFIIN B (to—t1), G770 H i PR A/E SR 1 B <, e E A B, —
M 2—5 °Comin™!, MRS . TG RS . T AL B B TR (f1—t2) T DA 2445 = TR F)
5-10 °C-min!, iV ek 2 1B B T8 2 % PAA I $R B (TG A ) B 2 75 F1 1 B 402 (DS C) 20 b i i
B2 N T RACTE T, — B8 TR Tl 2 R 4E 71020 min (8] (1-13), 5 5 % T S A
JF, AHEPIRERE I A H1 2 il (6-ta) . FTASPIEETE /K IR 96— B B R) AT 5 BR B AR 5 47 70 5 o

PAAZ W EE
RBTESREF [ a
5-10 °C-min’’
5 furnace
= Tr . cooling
B — AN \
WA A T L
t (min)
B2 PAABBBREREHE E3 PIEEH| &R EET L

Tr: ZEidh; Ty BRI T PAARZALIEE

4.5 PIEERNRSRIE

(1) PIE A A B R . 3% B bR vEGB/T 1040.3-20064 PIE i U % 96 5 10-25 mm, K&
KT 150 mmAJ K2R FE o SR 5 REAA R IRATL DU Xz (e 5 B . o7 o s e A B N B 4 K R, s
{38 F2—10 mm-min '



No. 11 doi: 10.3866/PKU.DXHX202302046 235

(2) PIV# JE B 25 AU ME BE R IE(DMA) . K PIEAR VI AS mmTe, K&K T30 mmAgAEE, R
BHASPHUI S B AGHAT R IR . MRIREVEE: = IR—-400 °C, FHEIEES °C-min~'.

(3) PIE I3 6 % [ B FE IR o 1% B AR GB/T 2410-2008 5} T i #% PIHE JIE 3E 4T 3% Y6 2 K 55 FE 1)
M 5E .

5 Z#R5W®
5.1 PAAKPIZ SN HT

AN E P05 1 1 I s B % Bl 2 o R 5 K IO 20 AN 2R P AR, TR R R A X — SR B R R R 2041
VAT IR T TS R 2 . RIS Bk B Ah S —Fh B 570 AR S2a6 R A] >R A
LT AMETE R S0 3 WTPA AN JEAL T 5 45 M AR A S PII Z5 44 . 48128 T RPN [R) 45 MU PTI 21 A1k i
W, BT ENAE TR B SRS IR (1600 1580 cm™) . FRIERFAEAH A IR ZN RIS I (1715 cm ™)
FY F IS I RFAIE U4 (3060 2925 850+ 1465 em™!) o AL J5 BEFE A RFAIE (1776 1720+ 1375, 1240 cm ™)
TRE 1454 Tk B A8 R AR 06 (95 B BEC — O — CASKI AR5 R 51240 em ) L2 3 56 A7 B4 R A1 1
(850 cm™), BHWLGE T AL, WA 2450 TR IR IR B 1) C— CBERFEIE (124 = HUAR 780 cm ") FI 2K 34 [H]
PLHARFFAE (890 715 em ' )RE I B & o ST+ Mok e 198 A R0 I Jig A4 1) e 2 3ok R 17 5 B mT DB 41 40k
AT B R AN, IR TR IR AT
5.2 PAAKITGAZ#T

TGARTEREFHEHIEE T, W0 5 &5 08 B R O R 77, TR AR YR KB
L E A AR A S, DR mT DU S 4 Bh 20 BT 4 5 IR 25 4 728 4k o IS A P RAS [F) 45 FUPA ATRI TG A B A
Gy RE(DTG) /Mt 4%, DTG Bt #1282 7T A 30 P AN URE 8 P AN B B 2k 0, 1220 °C e 45 1)
RIS BT e Akt /N4 Tk I e B s T AES00 °C A b 1) 2 T U U] Ay A RE LA #0443 fif 2 TE I . A
DTG Z6IEmT LA 2, R 210 Y0 e A 2 0 I B K T RE 1, B e A B i Tl e 1 ik
FE2 PR B0 A IR B (b b F e R A0 fiR S SRR ) TE 630 °CAE A, i Tl AR 11540 °C, X —45 R
Al LAMARFE SR g 4 E 3R BN FE . IPAAT M fé b s B 2 mT 2801 JHL S0 i A st e 76 BER 8 2 B 0
2 M TGALL, SRR B SRR (5T K T Do, JRIE IPAAT

Moy + M

Vel BT IRAR -

D¢ =

TGA —=— Sample 1
TPy ” A
90 90
~ I
g\_/ Sample 1 ~80 F
g80F o >
= g| Y g
=S I Y or
g70F 2 /
2 |z /
s i Sample 2 60 -
E60r 150 o0 1400 1200 200 200 600 300
| Wavenumber (em”) 50 ~ T(°C)
50 ) ) ) ) ) | 1 " 1 " 1 " 1
4000 3000 2000 1000 200 400 600 800
Wavenumber (cm'l) T (OC)

El4 FHFREEHPIAS I E E Bl5 BWEAEEE(PAA)TGA R DTG 4%



236 K %t 2 Vol. 38

5.3 PIEEFIDMASTHT

DMA S — I RS PERDEL ) Sl S5 IR SRR % B 0 T T35 F bR A0
ASHIT AT T BB RIS DT e FIGR PR G FAPT IIDMA S 17 1, 75/t
FEHO 8 AEBLIRL(G SO BB FE RO TR R, Ui SBE2 I M FE W SR FRE L, (ISP 225 58
(300 °C) BL - U3 R (ReHFAT — R ORI, (L4E330 °CHiB T ReBUIOBEAS, 1% IR IRPII BB AL BEAST,
. T THIGP 260 “CHET R L T BINI R I, 170 AOT,, 76275 °CBLERFEG I FO.
DMAZ 7 B0 T WAE2IOHE 520 (GERIIED) 00 T BUREL, (L RRE L0150 7,0 ) 3E Ry
RGP AN THE R P51 O 07 A DMA 9L ZE o T 4 LS 5
5.4 PIEEHK /7 ERE

PV 0 0 B0 T LA 580 B 70 5158 ol S 700 00 1 B 0 8 A
U2, 1200 LTS A AR KK . SO0 5T 0 R O B, = 2=
DT 0 1SR S RO o 35— R U5 FE T U 1B 45 RO B0 T BURR2, 34 A
SPIPPRBEE . HIE PR i ELAT B 03 Bt L,

3000 =
—=— Sample | ." gamp}e ;
—e— Sample
2500 | —e— Sample 2 | o
2000
£
1500
=

50 100 150 200 250 300 350 400 0 10 20 30 40 50

T(°C) & (%)
Eo ZRELILREPEEDMA LT H 2R 7 BRI PT)EREAH N - P2 22

6 SERH W

SIS N REVRIE R MR & MRS RIS Z IR, &5 —Igi A Hr e
WH, BEEERSE THE. B0 TYWE. S0 FMEEEIN T, REWRAESH LM E T
HRS SIS H R, AW &S T =) B FER AR AT & TR AT E TS TR
CEAREST, BUGHAT L, 46N, T E A TS RAERNE ST B B EEEIRE.
6.1 SIS

SIEIGHE T M AE S0 FT U A R ) 25 AR VR R PTA PR BERE S PIAE /& vty ARH B 4003 1 B2 FH B
WEASTT BEARME, 708k A PIM R B . 45 HPIZE RN R R IFAE AN AL, S5 a5k
PR ENR VA 5 FH A SGE 7B F B, 5l S A S s gk AT A e B ORI & T . F8 SRR
P SRS, i B AN SE 6 3 R WA R SE B RIS B, 7R 51 S EUT eI T RS2 .
S AR R T AR, G N TR ONIREE . RN E . BEW S TR AR EERR
HPIZ W EYEREII R R .
6.2 SEBITRE

ARSI 2 B8R L T IR BB R, AN R I 8 A TH -6 M FEAR T 556 .



No. 11 doi: 10.3866/PKU.DXHX202302046 237

6.3 LRIHE

SEOGZE R e, SEEG /N NG S EHE AT R A, AR YR SCIG I R g5 R R B A K 5 PT
MRS R 5 e 2 [ A L2 D0 R, JFR S SLIGH T o 48 3 20M AR 95 22 A2 (1) SE 50 i F2 - IR 15 3R
RS FLS IS A Ao 4 IR o A S B AR R P AT B AW 4y, RIS R R, R SR
5.
6.4 LRIEEREM

(1) KOS B RARRIKME, MITSZIPAARI A A, 8 F 56 J5 2 K I N B 38 1 4 28 i 175

(2) BRHF MK YE FPAAVE W A7 T, PAAVE W % 5¢ Bl 5 B % 35 T I8 OR AT, I et
BTN — 2B

(3) PA A L1 JIE 95 751 Je WU AL i AR e 8 L B i e, IR PR AT A A N R, R st F2 1
Ergcolt

7 45

TR T — A BRI 0 Jc v 1 1 4% 2 L5 h SR R M T I B 4 TAL 2 5 B S0, SRERIRAE T R 4
T T HPI . TFRIICEBARIY, NEBIEIRPAA) KA B, BB P %,
BB L YIPAA K PIITE b 5 2 M RAE . SEi il 5] S B A Bk ik R A ALk, B
BAAREERE AL AR5 TR PIA EE RE  B B . d i%SI BOE T E AN 3R A 2 A 5
FRPIERAR, 82 7 A RIS A LR IO S S, WOR SRR L, RS
SO RE AN AT IR0 L R R RE T, R SEBIR B N LT HBF AT T H T R 48 & Sk Ak
Valiop

Z % X B

(1] MECH, MRAE, T w5 7ER, 2022, No. 9, 139.

[2] WA, AR, RICE. &9 TR, 2021, No. 10, 86.

3] #bW, £EE. HILEFHAF, 2021, 38 (4), 110.

[4] RAZ, FHEE. HEIAL, 2015, No. 11, 240.

[51 BRorgp, Z0tH, Ak, JRiLAe, 25afh, X0, Sm. REEhaE, 2023, 38 (3), 119.
[

[

[

[

N
=

Tt R SRS TERERIOR R IR JbET: BHE AR, 2012.

71 AR, EBER. KA, 2022, 37 (6), 122.

8] ALIRFR, RICE, Wi, BUK, HEAL, R KR, 2022, 37 (5), 110.

91  VRBEM, XML, TRNE, SERA, WL, BE, WHk SRR SER, 2021, 42 (3), 919.

1 E&, kY0 XURA, R, PR, TREENL drERR, 2022, 31 (4), 6.

1 B W/NEE, XUSRYE, BERa  XNIETR, KR ThEEA L 2021, 52 (5), 5018.

[12] Li, Y. H.; Sun, G. H.; Zhou, Y.; Liu, G. M.; Wang, J.; Han, S. H. Prog. Org. Coat. 2022, 172, 107103.
1 MR TG 0F B IR e AR ) 2 5 PR R A L2 A7 18 50 R A Rt EE K, 2020.
1 MPEGE, 5, B, BT, Y. SUREBEENINLRI, 2021, 33 (5), 55.
] Ni,H.J;Liu,J. .; Wang, Z. H.; Yang, S. Y. J. Ind. Eng. Chem. 2015, 28, 16.



