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VTR _ER AL R ZE BRI TS,
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ML )N, N-Z 5 BB (DMF) . R Z
KE(DCE) A Tk &, EAEFTMA 0.5 nm 53 T/ T
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I %63 |, Perkin-Elmer SP one FT-IR Y& 1{X,
KBr JE A ;' H-NMR, Bruker Vance 400 M Hz % ¥ #
LR (CDCY, M, VOB R A MR X-
RAY, H & #E2 s 41l DMAX-1 A % X-5F 2% 37 5112
CuKe 40 kV/30 mA,260 = 4 ~ 40°; 2 3h H 4 B HAL,
Perkin-Elmer Pyris 1 DSC; B SE, IR HE S 20

" mL/min, F}B 3 3 20 K/min; TG, 5 Bt DT-40 B #4

AL, FHE B 15 K/min, WA R 7 B
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SHBICHR[9IM FE S K o-M,DPOBP #l o-
M, DPOTPDK, %5 s mp 41524 205 ~ 206°C 1 194 ~
195°C , 2 FT-IR #'H-NMR iFSE BB DL F 45448, 1
m~EA L

CH, 0 H,C
I
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CH, H,C

0-M, DPOBP
CH, 0 0 H,C
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8 76 5
CH, H,C
2-M, DPOTPDK

Scheme 1 The structures of menomers

0-M, DPOBP, FT-IR: 2918 cm™' (m, CH,—H),
1660 cm™' (s, C—01}, 1590 cm™', 1496 cm™' { s,
Ar—H),839 cm™ ' (ms, Ar-1,4) .'"H-NMR: 8 = 7.77,
7.79(4H, , 3 W§), 5 =7.11 ~7.16(4H,,2H,, T &
1%),5 =6.83,6.85(4H, , W), 5 =2.16(12CH,—

H, B)

0-M, DPOTPDK : FT-IR: 2919 ¢m™' (m, CH,—
H),1658 ecm™ ' {5, G—0),1589 em ', 1499 em ™',
1401 ¢em™' (s, Ar—H),840 cm™' (ms, Ar-1,4) . 'H-
NMR:6 =7.83 ~7.86(4H, ,4H, , L HIE),6=7.12
~7.16(4H, ,2H, , £ FH¥ ), 5 = 6.86,6.89(4H, , X
%),8=2.16(12CH,—H, #i%) .

1.4 BEYNER

ZHEI10IM 8 14 g Tk AlICL
20mL DCE B FH A EAEMBHESN =R
L7 -5~ 0CTRMIE & /Y DMF 1 20 mL DCE B
AW, BEH 30 min, HEBRBREBHERMA 8.4 ¢
{0.02 mol} ¢-M,DPOBP,4.06 g(0.02 mol) TPC, &

—15CHKERBF RN 1 h, BB TR 10 b,
WGER EBEN .20 5T EEERN, %
WAE S 5E G KW 10% B BE 309 BK K Bk
Bk, AP EEHRE T, B E Am R RRE,
BEHE 9L HAREGYWHEE T EER.
HewmpxmaBEA2 fin.

@@@@~

Ar = @— ,DM-PEKEKK ; Ar =~©» ,DM-PEKEKMK

Ar =~@— DM-PEKKEKK; Ar _~@— » DM-PEKKEKMK

Scheme 2 The structures of the polymers
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Bk 4 EASDNLOHNRIEE, DM-
PEKEKK A9 40 it 14 15 /& a1 F , 2919 em ™' H 3
B0 5 3R ST R W0 % | 1654 om ™" O 75 B A 4% 41 W Wi
U, 3 6B B2 4R Bh TR W0 1588 em ' (1495 em ',
1219 em™ ' A 35 BEFRFAE DR L 8%, 839 cm ™' AL B EFE
%ot fir A€ 1 Uk % . DM-PEKEKMK 7% 763 cm ™' 4L
FErEE] b T AR MR W, A S IR g 5 DM-
PEKEKK X # #4 [Fl. DM-PEKKEKK # DM-
PEKKEKMK #4945 W fic i 5 H45 H d A &

ZX A MBEAYEERFULEAB ST
B .&EMHRBRDE.
DM-PEKEKK, & = 7.93(Hd, 4% ); 6 = 7.81,
7.78(Ha, W IE); 8 =7.64(He, #I%E); §=6.88,
6.86(Hb, BUE); & =2.21(Hm, FE) W5 L Ha:
Hb:He:Hd:Hm=1:1:1:1:3.
DM-PEKEKMK, [E] i K& &' (' Fl £ {7 F
HIAL (T 7, MR AL & = 8.25( B ) & = 8.05,
8.03(BUEYFT & =7.66 ~ 7.62( £ T I% ) &b (1 1R Ui
U, L0 G LE S T B AR A
DM-PEKKEKK, 8 =7.94(Hd' , B1%8);8 = 7.86
~7.84(Ha' ,Ha' , ZHIE);6=7.65(Hc', HLl§);
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Fig. 1 FT-IR spectra of the polymers
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Ar= —@ , DM-PEKKEKK ;

5=6.90,6.88(Hb', W) ;& = 2.22(Hm, H.1&) . i&
FH.(Ha',Ha"):Hb' :Hc':Hd' ‘Hm' =2:1:1:1:3,

DM-PEKKEKMK, | EHH ' o' I {7
FHACEAL R  HIRT LY 6 = 8.26( %) .5 = 8.05,
8.04(RUBE)F & = 7.67 ~ 7.60( BEE) AL 1 & dir
g, RS w5 T3 AR .

Bk § =7.28 ~ 7.26 AL 9 7F 75 W Wi
B THEEILRMER CDC, B4 MR Ik
L

FT-IR ' H-NMR %87, i 4 & B & Y& B
FREH, AABTHNESR, R ER 3 xR,
2.2 EBEWATELERGE

H 5 KK B i} U 484 DM-PEKEKK # DM-
PEKKEKK B 4T $ b ¥ 4 BE o4 ¥ 7E 0.600 dL/g 1A
L RAREVCHEIE S TFERSYHER, T
DM-PEKEKMK I DM-PEKKEKMK ¥ B (K, B
FRMBMECEROFET RET > TN
HUREHE , M f 5 PR BH IS T 2 TR — 26
HEK(EL).
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Scheme 3  Hydrogen atoms of the polymers

2.3 BEWMRASH

AFMBAWH DSC AT AR 1, hRTH, 4
MRAME T, 55 PEKEKK(T, = 160°C) # I,
BEAERMBERLETEE, Kb Xt 0N
DM-PEKEKK 7l DM-PEKKEKK ¥ 7, ¥7E 210C LI
bOXRRT 2P ERFAHR TR T
HAPIER , F RS TFHOBRERELTTR,
SikEe LGS FEHNAEE, GRBES
PEKEKK HLL KIEE TR H P HA RS Y DM-
PEKKEKK i) DSC f#li £k - 44 3L T 4 s 45 2 i, i B

EREVYREGREGY, AR 3 HESYH DSC
HRAR R N BB RS dR g S N R R ESE .

Table 1 Properties of the polymers

Polymer 7 (dlig) T, (C} T{C} F,(C)"
PEKEKK 0.81 160 380 530
DM-PEKEKK 0.603 251 - 480
DM-PEKEKMK 0.534 197 - 470
DM-PEKKEKK 0.610 219 260 490
DM-PEKKEKMK 0.557 190 - 474
" Weight lose 5%
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BLMHBABESHER 4 MHESHHHR 3HESYER, b TR EL ML HF
SHRIBE (K E 5% )5 PEKEKK( T, = 530°C )} tb BR, B TS TRNSE AT B bRy
FATFEAR, BT HE 2 T XL 4R AL P L 2 0 2R 30 ) A A ERT AT R 1 B f v B 5 2% i PEKEKK £
HWEE=E— KDL RFERXN TEARE AHF, XAXSYWS PEKEKK — ¥ , BT LR &
SRk, FEI RV ERRBREET oM A4 £, x5 DSC ¥ —F .
EEYH T, ¥AE 470CUE B THAER
FRENE T THHE.
2.4 BEYny WAXD 557

B2 A FR RSP TE 220°C AL B 30 min T

BT M X5 £ 7 & B . DM-PEKEKK. DM- /\
PEKEKMK | DM-PEKKEKMK FE H## Rty 8 — /\
FHCHIHE, FTLUR G0 T RS R T ./\
WA B EMEERmEN SR, BERTH L L L = >
DT, 2 LA B 25 B T A 20 )

# % % F ¥ & % DM-PEKEKMK #1 DM-
PEKKEKMK 3k 38, , 2 4 il |} {7 5 5 4 77 78 Xtk —

EREER T H A& T DM-PEKKEKK #8%tF 12 b

Table 2 Solubitlty of the polymers

&) DM-PEKKEKK
b} DM-PEKKEKMK
¢) DM-PEKEKK

d) DM-PEKEKMK

Fig. 2 WAXD spectra of the polymers

Polymer . DMF DMAC NMP DMSCG  CHC, 309 HCl 30% NaOH CgH;OH: C,H,CL(1:1V/ V) H,S0,
DM-PEKEKK + + + + - - + .
DM-PEKEKMK + + + + - - + +
DM-PEKKEKK - + - + + - + - - + +
DM-PEKKEKMK + + + + + - - + +
PEKEKK - - - - - - _ .- .

+ Soluble, - Insoluble. + — Swell; Testing eondiction :30°C

2.5 ESWnEmasust LIREML, BT B M AN FHERSY DM-
FLNEASYNBREN SR, 4 MBS PEKEKK, FFERIERE WIENRRERREY B

MR AE S PEKEKK fHHCE THEMEE,  SUHERPUAMNEM TR, dnj s8R h W

BTERBHERRRF LN CEFBTRNE %,

Bl B SR AR AL ) R, 5 A U4 fir B 2 B —
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SYNTHESIS AND CHARACTERIZATION OF
POLY(ARYL ETHER-KETONE)S CONTAINING BIS( O-Methyl) MOIETY

CHEN Lie, SONG Caisheng, TONG Yongfen, WEN Hongli, LIU Xiaoling
( Department of Chemistry , Jiangxi Normal University , Nancharg 330027)

Abstract Four novel poly(aryl ether-ketone-ether-ketone-ketone)s ( DM-PEKEKK , DM-PEKEKMK }and poly(aryl
ether-ketone-ketone-ether-ketone-ketone) s ( DM-PEKKEKK, DM-PEKKEMK ) , containing bis ( o-methyl) moiety
were prepared by electrophilic polycondensation of 2, 2, 6, 6'-tetramethyl-4, 4'-diphenoxydiphenylketone ( o-
M,DPOBP) or 2, 2', 6, 6 -tetramethyl-4, 4’-diphenoxytriphenyldiketone ( 0-M,DPOTPDK ) and terephthaloyl
chloride( TPC) or isophthaloyl chloride (IPC) in 1, 2-dichlorcethane and in the presence of AICl, and DMF . The
polymers were characterized by FT-IR, WAXD,DSC, | H-NMR, TCA and there solubility properties were tested . The
results show that the polymers have high glass transition temperature, good thermostabilities and excellent

solubilities .

Key words  Poly (aryl ether-ketone-ether-ketone-ketone ), Poly (aryl ether-ketone-ketone-ether-ketone-ketone ) ,

Bis{ 0-methyl) moiety, Synthesis, Properties and structure



