45 6 ( ) Vol 45 No 6
2006 11 ACTA SCIENTIARUM NATURALUM UNNERSITATIS SUNYATSENI Nov. 2006

PR T 228 Ik R 1 — DR A R

(PR FF B TA2F R, &R S 510275)

. 8 . (PPA) 8
2 , 'H NMR. "CNMR MS . 6~ 10 mia
, 474~ (2 ) s
;2 ;
. 0626.23 . A . 0529 6579 (2006) 06 0058 04
[1] [5]
~ b
[2 3] [4]
o ’ b
[
b b b
[3] . [ 6] [ 7]
b b b
[2]; , . 8
. PPA .
(OLED) , 8 s
3 [4]0 . 1
2,
HC1 (PPA)
OHCOCHO b PR AR e Lasinb
COOH
; 1
COOH COOH
H;COICOCHO + e e H.CO,C
<COOH T
2

CHO COOH
/ LS i / COOH
COOH
3
H
ol N i %
H;(OZLOCHO + ©: S—cH, H3CO:(—®—\_<
N ' N
4 H

s
N
HJCOZC—QCHO + O: S—cH, H;COZC‘O_V @
" S
5

15 C )
Fig. 1 Synthetic wute of five unsauration fatty acid

* . 2006 -01-17
(2003C103006)
cedcl%@

1967 . . i, . F—mail ed ,
(€)1994-2019 China Acagemlc }’ournul Electroni¢ Publishing House. All 1‘1gllﬂglllcser\ ed.” “Attp:/fwww.cnki.net



59

NH,

R_\—('(mll “ (j;

NH,

Q\< J @x</Lj D\

6 |

NG
O PG

HO
II

@Nﬁf“qﬁ@vw“{mﬁﬁﬂﬁm

12

N /\/N\>_ [~ 7_ P
@mo o<
16 17

2 2
Fig.2

1.1
( X4 ) )
; . BRUKER AVANCE 300
DM SO ; — . Agi
lent 1100 HPLC MSD Trap XCT, CW-2000 — —
( ).
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L2 2
1.2 (1 2 3)
(4 5)
1.2.1 Ttefemie (1 2 3) 49 & 500
mL , 1.2 mmol 180
mL , s 1.0
mmol 0.1 mol ,
CO, . . HCI
(2 ) (1), 9026, G,
168 ~170 C,
'HNMR (DMSO, 9): 6.63(dJ=16.0 Hs
2H), 7.64(d J=16.0Hz 2H ), 7.76 (s 4H),
12.50(s 2H); “C NMR (DMSO. O: 121. 1 129.6

136.7 143.9 168.371.
(2): 8626, 0., 140
~142 C,

"HNMR(DMSO. 9. 3.89(s 3H), 6.69(dJ=

Synthetic mute and stuctures of 2 benzm idazoly hkylkne derivatives

6.1Hz H), 7.67(d J=6.1Hz 1H), 7.86(d J=
8.4Hz 2H), 8.00(d J=8.4 Hz 2H), 12.50( s
2H); “C NMR (DMSO, 9). 53.1 122.8 129.3
130.4 139.6 143.3 168.1; ILC MSm 4 205.0(M
“H').

5 -24 (3):
~134C,

"H NMR (DMSO. 9). 6.00(d J=15.1Hz
M) 7.05(m 2H ), 7.31(m, 4H ) 7.53(m, 2H ),
12.27(s 1H); "C NMR (DMSO, 9. 123.2 127.5
128.1, 129.8 129.9 136.9 140.7 145.2 IC MS
m A& 173.0M —H ),

1.2.2 TMaA=RBREE (4 5)89&6m 4 (2
) (4): 81%, 0,, 192 ~
194 C,

'"HNMR(DMSO, 9. 3.81(s 3H), 7.17(m,
2H), 7.35(d J=16.5Hz 1H), 7.55(m H ), 7.70
(d J=16.6Hz 1H ), 7.75(d J=28.3Hz H ), 7.95
(d J=8.2Hz 2H); “C NMR (DMSO, 9). 53.0
121.3 123.2 128.0 130.Q0 130.7 133.8 141.3
151.3 166.% IC MSm 4 279.1 (M-+H ).

4(2 ) (5):

63%. 0,, 167 ~168 C,

"HNMR(CDCL 9. 3.90(s 3H), 7.38(m,
2H), 7.48(m, 2H), 7.58(d J=8.3Hz 2H ), 7.83
(d J=8.0Hz 2H), 7.99(d J=8.4Hz 1H), 8.03
(d J=8.4Hz 2H); "CNMR (DMSO, 9. 52.6
121.9 123.6 124.7 126.0 126.9 127.6 130.6
130.9 134.9 136.5 140.0 154.2 166.6 166.9
IC MSm 4 296.0M +H ).

1.3 2
50 ml, .

77%’ Qu P
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. (
2mL PPA), ,
130 ~150 W l~4mhn (
) , .
400 ~ 450 W, (1
6~10 ,
(1 mL PPA 5mL
)s pH s ) s

m in Imn)

2 (6):
~144 C,

'HNMR(DMSO, O: 7.20(m, 4H ), 7.34(m,
3H) 7.62(m 4H); °C NMR(DMSO. 9): 115.5
116.3 124.1 128.3 128.9 129.9 130.3 136.1
137.5 137.9 151.0 LC MSm 4 221.1(M +H ).

2 (7): 84%, Q.,
162~164 C,

'H NMR (CDCh 9): 7.19(m, 3H ), 7.27 (m,
2H), 7.55(m, 2H ), 7.65(s 1H), 7.73(m, 2H); " C
NMR (DMSO, 9). 115.6 116.2 116.7 117.0
118.0 123.2 130.1 133.1 134.5 139.5 151.5
161.6 164.9 ILC MSm 4 239.1(M +H ).

2(3. 4, ) (8):

47%, 0,, 134~135 C,

"HNMR(DMSO. 8): 6.34(m, 1H ), 6.47(m,
H), 7.17(m, 2H), 7.30(d J=16.4Hz 1H), 7.53
(d J=16.4 Hz H) 7.65(m 2H); “C NMR
(DMSO, &). 112.3 112.5 115.4 118.2 121.4
123.2 132.2 135.8 134.0 149.9 151.Q LC MS
m & 275.1(M H1 ).

2(1 3 )
2. 6%, 0., 176 ~179 C,

'"HNMR(DMSO. 9. 1.81(d J=6.7Hz 3H),
6.02(m, 1H), 6.32(m 1H ), 6.46(d J=15.8 Hs
H), 7.12(m, 2H), 7.22(m, 1H) 7.45(m 2H);
SCNMR(DMSO. 9. 19.2 119.5 122.7 132.1
134.8 136.1 152.0 LC MSm 4 185.0 (M +H ).

2 ( -2 ) (14):

62, 0,,=>250 C,

'H NMR(DMSO, . 7.22(m, 4H), 7.35(d J
=16.5Hz 1H), 7.60(m, 4H ), 7.74(d J=16.5
Hz IH), 7.86(d J=8.3z 2H ), 8.24(d J=8.3
Hz 2H); " C NMR (DMSO. 9). 112.0 119.6
122.6 123.5 127.7% 128.4 131.Q 134.3 135.4
135.9 137.9 144.7 151.6 IC MSm £ 337.2(M
+H ).

94%, 0,, 142

(12):

2 ( -2 )

89%. 0,,=>250 C,

"H NMR (DMSO, 9): 7.20(m, 2H ), 7.42( 1 J,
=J,=7.4Hz H), 7.48(+J, =J,=7.7Hz IH),
7.59(m, H ), 7.68(m 2H), 7.91(d J=8.1Hz
2H), 7.96(d J=8.1Hz 1H), 8.05(d J=7.7Hz
H), 8.20(d J=8.2Hz H); "C NMR ( DM SO,
d: 123.1 123.5 123.6 126.6 127.6 127.8
129.2, 131.5 135.0 137.4 137.5 151.6 154.3
167.% IC MSm 4 354.0(0M +H' ).

14 (2 -2 )
77%, 9,,>250 C,

'"HNMR (DMSO. 9); 7.19(m 4H), 7.29(d J
=16.5Hz 2H ), 7.56(m, 4H), 7.70( d J = 16.6
Hz 2H), 7.73(s 4H); "CNMR (DMSO. ). 115.8
119.0 123.1 128.6 134.6 137.1 140.0 151.§
IC MSm 4 363.2(M+H1 ).

445 ( -2 )

92%, 0,, 158 ~160 C,

"HNMR(DMSO, &: 7.29(m 4H) 7.52(s
4H), 7.65(m, 4H), 7.86(d J=8.5Hz 4H ), 7.70
(d J=8.4Hz 4H); "C NMR (DMSO. 9). 81.4
95.2 115.6 124.0 128.1 128.2 130.1 130.9
151.2; 1C MSm 4 413.3(M +H' ).

2

2.1

(15):

(16):

(17):

100 ~30%
, 130 ~150W

, ) PPA
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penden tpercolation of carbon black filkd polyner com sensor fran polymer grafied cabon bhck effects of

posiles in response o solvent vapor[ J]. JM ater Sci heat tream ent and ganm a ray radiatbn teamenton the

2005 40 2065 -2068. regponse of sensormaterial n cycbhexane vapor| J].
[13 CHEN JH WATA H TSUBOKAWA N. Novel vapor Polymer 2002 43 2201 - 2206

Sensing Characteristics of Carbon B lack W aterbome
Polyurethane Composites in O rganic Solvent Vapors

ZHAO B in FU Ruowen ZHANG Ming-qiv ZHANG B in
(School of Chem istty and Chemical Enge nee n'ng//Key Laboratory for Polymeric Can posite and
FunctionalM aterials ofM inistty of Education SUN Yat sen University Guangzhou 510275 China)

Abstract Conducting can posites fran w aterbome po lyurethane (W PU) and caibon black (CB) were prepared by
latex blend ng When the canposites were exposed to saurated vapor maxinal esponsivity of the canposites de
creased with increasing dielectric constant of solent In addition the maxinal mesponsivity of the canposies a
ganst nom polar saturated vaporswere h gher than 10° and the negative vapor coefficient (NVC) phenamenon w as
not observed W hen the canposies wer exposed to polar satnrated solvent vapor for a perbd of tme  the elecirical
resistance app wached to an equilbriun value that decreasedw ih a rise in he dielectric constant of the solvent It
is believed thatNVC phenanena in polar saturated vapormainl result fum the conductivity of solvent W hen the
canpositesw ere exposed to unsanmted solent vapor the maxin al responsivity in low pressure pure vapor was
higher than that in them ixt e of bw pressure vapor and air NoNVC phenanenon w as observed when the canpos
ies were exposed to low pressure pure vapor Meanwhile NV C phenanenon would appear as exposing to the mix
ure of bw pressure vapor and aiy both for polar vapor and non polar vapor The NV C phenan ena of the CB W PU
can posites n unsaturated solvent vapors may be due to the relaxation of the matrix segnents

Key words caibon black wakeibome polurethang sensitivity negative vapor coeffic ent

( 61 )
O ne step Synthesis of2 Benzim idazolyl A kene underM icrowave Irrad iation

PAN Wear bng SONG Jigua CHEN Yong YU Wei jis WAN Yiqian, SONG Hua- aan
( School of Chem istty and Chemical Engineering SUN Y at sen University Guangzhou 510275 China)

Abstract Eiht kinds of 2 benzin dazlylakylene derivatives i polyphosphoric acid (PPA) have been synthe
sized by multi pow er bands micww ave irrad iation technique starting fum corresponding cinnam ic acil canpounds
and they wer characerized by 'H NMR. “C NMR andM$ respectively The reaction tine was decreased to 6 ~
10 m inutes wh ich ismore shorter than that of traditionalmethod The yieldswere fum 47% ~94% and he purifi
caton of the product was smple Thiswork coul offer a new method for he synthesis of 2- benzin idazoly lalky kne
derivatives

Key words m icrowave irradiation 2benzim dazlylalkylene derivatves synthesis



