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Pilot research for producing N, N'-m-phenylenedimaleimide
ZHU Guang-yong', XIE Feng''*
(1.Sichuan University of Science and Engineering, Zigong 643000, China; 2.Neijing Teachers College, Neijiang 641122, China)

Abstract: A pilot run for preparation of N, N'-m-phenylenedimaleimide by the reaction of maleic anhydride and m-
phenylene-diamine in acetic acid is made. When the reaction is carried out at 45°C for 30 minutes in the first step and for 3
hours in the second step,the average yield of pilot test is 90% , wherein the mole ratio of maleic anhydride to m-phehylene-

diamine is 2.1 to 1.The product is characterized by FTIR and mass chromatogram,and its structure is further confirmed.

Key words: N, N'-m-phenylenedimaleimide; pilot research; preparation

Xy SR Bt I % 2 LA SR Pt IV fk oAy 14 £ i ) —
RIUE BERIL & ¥, 7T LA 5 22 R0 & 91 30 R ot o
B AR . HE S AT A MBRERIEW,
T T ik 290 g AT o L TR0 A T 68 5 TR 48 4 L
KR T BE S 2 R AL S M AR, B )32 N R T I B A
ZEMR LT AL o TR A o e I
E— 2 R B, BAR R E B S M R
[ 5 43 S0 5 Sfe Pt U i 7 A% B¢ i i 72 o B T R A4k
700, 3 TR g B A 700 0 3% 250, B oE Tl AR
WAl TR AR B R R 7

Wil 5 5% I Bl 71 P B O AN BT 998 o IR R 4 L O
Pt MU % A1 o — b 41k BB 57 B9 25 Dh BB AR B3, B Y
BRI RAERE L. B HACN 1L, EANSMER
R BEERE & 7 5 B RE A £, T AR R LR %
MU . ARG SCHR(8 - 9141 4, ok B W % ) 5 B 20
NCTRBF R K AL Bk . L BRI UK % AT ER |
TR R SR ARV, DL 2 BRI R
TR HEAT RORL 3% B A B A% B 5t T AR K
AR, IF LR RN P A R BRI =Y 2R, 7
PIA TR . HEPb R R R RS R,
AFRNAEAE T [0 3 Jd 7K E AT SR, A= BRK S W8 b i Bl

W 7 B #8:2008 - 04 - 13
E £ W E : 41|48 B AT 5595 H (2006]13 - 037)

GOk BE B & P o B 5 (HZ T vk R IR
BERCR B B i, F B e — e e ]
BB A — R . B X LR I R K
BEATRCHE R T S BRAE VA, LA T R TR T 5 ) 4 — %
A EBFRL, A R R R B R , Z BRI
Joi 7K ot 7 R AR AR R B R LR, SR (R Bt 2 i
F00) AT (] R R, S SRR T AR 7 AR A, T LB S T
fE IR FEJ I, A M TSR I BRI
AT, BRAEFMRM, KA S ER,ES T Tl
AT

1 #REAFE

1.1 EHERE

[F1) 2% 4 X0 R Bk S0 iz 9 6 F R FH 5 SR IR T 11 1]
e EEER, H R — B R, A AR
H [a] 7= 4y [ 2 45 X0 55 R Bk B R, 1) 7= 0 R i AT
B ERMARGEET BERHTE DB K A RN,
A B E B ) 181 3P U B SR B B , 3% S T AR R

0 0 Q
H
H,N NH, | N
2 0+ — [ OH\QﬁO (1)
0 0 0

EERA KT A7), B, W4 g (1958 - ), 55 4, 087, EZWF 55 07 1 R A 700 B HL R 1k O 40 A MLk 22 0 9 A B4, 15983259666,

simon508 @ sina . como



- 74 - 4, 4l L EosBERE

(0}

0
H H
N et
[éolil\@fl 1+ 2(CH,0),0 =~
0 0
0 0
[éN N;\j| +4CH,COOH 2)
AR

LAZBRAETE ), ZBRET K & BUE KRR 2 - 12
B CBRBT UK R B R L Bl M LR S5 A
A ¥ FRUAR IRD DR o5 [l i b 7 8, 3 LRI = &
PR AT AR ¥R B R, A A T 7 dh A B AR
1.2 pREFREEERA

OB ALAR 2 O ol 9, B Ar 2l 5 4 B
95 % LA L i 18] FE 45 XD SR BE ML RE 7= o PR 7 BT
B ORISR B A7) R NR 1 PR .

®1 FER#H
JEORH A R TR IR CVN 3
DokMET B GRWREKR, ME IRUE SR TH R
KF 98.5% A H

ZIERBF BRH WA, MERT LHRSHUEEEA RA R
97%

BXE_H  ROEEROARFKE BRI
FAR I A MR A

KZR BHEBE AERT EEZEAMTERAF
99.8%

1.3 HiREFHIZRE
WIELE = /MRER, #lE P iRE=TZER
FRUE 1R

TR RREF —
B g - TR R - A
- wel (A | e |- S
Ak —
A2 e ——

H1 T REHHAE
1.4 FREFHEITEEERIEFTRE

R EE R AR 2 Fim.
F2 WREFNEERSE
B4k iRes MR TR
WERNZ KH(LE) BE HHREATRAER
(200 L) AT
Bl SX1000 AW RIPALTHLA BRA A
BLE ABFE  REW
LLAMR BB H il
L FFC-37 # % METREEREET

SX1000 FEG.CHL 0 = B = A T HOk [H] 8k
BfER iR &, YklE B E A RS,
FE N % T G A B 5 A A G BRE | R B,
YRHEB O I E R, WA 28 1 i U8 A BRHE
B HLAN , B AR R B R N AL A AT
¥ E A B S AT, NSO EREE S & A 4
BEEARY RERT 0.05 mm BRFER., BEH
R 1000 mm, BB R 150 L, 5555534 1000
r/min, BB BRN AR IE , Sh B R SF2R 2 150 mm x
1 550 mm x 1 050 mm,

BWHBRNEM AT TEER: #N <0.4
MPa, % &N <0.6 MPa, A TYEHEE :#EMN 0 ~
180°C, & EHN 0 ~200C, ARVFHBPHEEGER):
85 r/min,

FR A P R R A AR B R 2 BT .

El = et

1 6

1—3% ;22— R AL 3— B 48 4— B0 L 5— L 5 s6— R e bl
7T o 4%

B2 #&EREHE

1.5 HiErFdE

MR —EBAIKZER, ARMA KRB EF,
TR, mAERIEE % WEETLBM. K
BUE 8 DR BRIEF , 2B 18I0 A RN 48 HP, 8 o S I T
TE 45°CHY 4 F R 30 min, BN AMEALH L 2 BR BT
IR, R ETE 45°C & T R 3 he ¥
RBRA YR E 5, W 2R BB A B O,
PATES AT IR, U IR R . KK IR 7= ) Bk v
EhE, ABEOIAET. BERTEYEBAMES,
LA GG AR 80°C , T 12 h, K4t
TP ok B 5, S A R
1.6 &R BmEUNLE

Xt & = AT B S B AT, BT R I AY
B QR W E AL, Y1 K243 HT X HE ) XRC 7Y
A A QWA B, KGR FIRE AT LR A
RN 7] s @ L0 4M 6 35 A%, Nicolet 24 7] 6700 & FT-1R
?lﬁl‘j"ﬁi%ﬁ(;@ﬁﬁijaﬁﬁ(,Agﬂent 1100 Z 31 /& %W AH
3-8 7 PR RS B A (VL BL) , B ESI(HL %
BB FIR(EEZEBAF).



2008 £ § PR N, V- R DS RS RO S C 75 -
2 ZR5itE 3 &iF

2.1 PR E

AR L5 = i /N RN, 78 2 A Ao o R
SR /NIRRT B9 A6 2 44, B D SR R T 0 1]
K RRRIEEREE N 2.1:1,5 1 B RN IBE N 45C,
SR B[R] 24 30 min, 55 2 25 SN IR BE R 45°C , I L B
6] 3 h, ZEXRACS A T # 47 OB, ZE 18] ik & AR
PR B R K 90% o 7= 5 AN 5 A 5 1K
AR, s B 202°C

PAZBRAEVE R, — J7 T A A T3 50 [ e, AR T
A7 A (BRI 76 30 A B3 K 2o A2 o A= Y Bl 7= )
RO Hm—HHER T HEARKEFEEN, A
FTFHRERY, I EERELR S, LT RIEER
B, B R BB SR N, OB AR IR A AR A B
fil, Mz TEE 5 F Tl b4,
2.2 FmagENNE

B B i B YRR €83 TR s 45 SR R B« TR R
ISR BE 0 A% ) % B8 B TE] 8 3.17 min, A B & B9 4l
BEAR R, W3k 98.3% o
2.3 AR mBIOINRIELETE

i ZLLAMGIE R, B 15 B9 4050 6 15 I 45 R

KA B W RAE SR 697.1. 827.0.
1147.6.1368.3.1455.2.1499.5.1 604.8.1 720.4
3105.1 ecm™ ' HEPME A 3 105.1 cm ™' 4b 2 F KM
ok BRET X4 C—H W45 R 3h,1720.4 em™' N
C=—0 45 4% 3h,1604.8.1499.5 cm™ " Hl 1455.2
em™ CHEFRAE IR, 1 368.3 em™ ' C—N RS
e, 697.1 em™! F1 827.20 em™ ! C—H % fh
%Z—jj[ll—lzlo
2.4 BHFRERITERE

PR RE B N 3 B o [ 2R 0 I 3k B T
J AR R 4> TR B N 268.22, 18 3 1 291.6(M + 23)
IR, 269.6(M + 1) A IS, 73 F BB AHAF , X
BE— UL A B o B .

291.6

130 s 269.6
149.1 173.2 217.4 )
g2 issa [ haospsngl
50 75 100 125 150 175 200 225 250 275 miz

M3 FitH

()R ZBRMER, ZBRE BB KR, DR
BFEAIE] R e Y BE /R HER A 2,101, %8 — 5 OML I
FEN 45°C, R Bt B R 30 min, 85 A OV B A
45°C , R BF IR N 3 h, ZEZ AL ST, ZE 18] ik 7=
A B S S IR R T 3K 90% o 7= & A5 A 202°C, 7=
JRERE

(2) & BL™ fh 2 FTIR BT 35 347 E M4 2, 1iE

R R LR TR . BT AR BOR
HHETE BT, 7= S BE AT 3K 98.3% o

(3) 5UAMER & BT BAH B, L B R B AR
&, R AHESEH T REBEHERANT, £~
TEREME,ERNS TR, ZBRIEER . BRE
JE 7K s 2 Bl A FEARL A Tl AR 7= R

SE

(1] REIE, R 48 . X S B S B IR [ M. Jb 5. b % Tk i i
#1,1997.

(2] XA, BREINE , Fi 2. N, N’ i) 3 8 00D o Bt W0k 78 K R 45
e 308 e A A R e 8 R (T ] . A R R 2 4k 5 92, 2003
(1):12-16.

(3] BREANE, FIL . X SR BE YL JiE /5 ACM AR JKE o i 7 F (7] . ¢
BB % ,2001(1) :5 - 8.

[4] BREANE, FIM . W SR BE. i 4% IR 76 NBR o %) B2 052 [T
A B S B B8R ,2001(2) 20 - 22.

[5]1 A&\, B . N, N’ - 8] 28 55 305 5k BE W i % EPDM 22 5k & W
REM B EN[T]. & BRI Tk, 1997(6) :350 - 352.

[6] Tanox, Inc. (Houston, TX) . Bispecific molecules cross-linking ITIM and
ITAM for therapy : US,7118743[ P].2006 — 10 - 10.

[7] E I du Pont de Nemours and Company . Composition for improving adhe-
sion of elastomers to polymer compositions: US, 6416834 [ P].2002 —
07 -09.

(81 038 whr, 137 B . = 2 HY J6e X 2 Sf I 0 Je 19 5 BRI 2 WF 9 3 e
[J]. 462 #1BE,2006,39(2) :49 - 52.

[9] kM 4, M4 . N- IR BE T i & L T 205 (7] . 4k T it
F],2006(8) :43 - 44.

(10] ik, 2R AR BRALT NV, N7 — 8] 35 45 30 T Sfe Bk 6 4z 1 & Al
(1] .4k T3 B4 R, 2007(9) :60 - 62.

[11] Kellner R. Zr 74k 2% [M]. db 50« Jb 5T K 2% B 4L, 2001 : 494 -
496.

(12] MRS . AL A AT IM]. AHE: b BB AR KT R,
2005:282 - 299. M



