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[3,4]
[5—7] 3
NaB10s/H 204 3 ,
IR 'HNM R , 84% —93%
SOCl,
N()Z—OCOOH — NOZ—O—COCI
Y v
CH_Cl =
NOZ—O—COCI +X—GNHNHZ Cly/ e NOZ—O—CONHNH»@X
Y Y
NaBrQs;/H;SO.
NOZO—CONHNH—C*X 2808/ a0 NOZ—O—CON =N‘%>7X
a-c 2a-2¢

a:X=H,Y=H;6:X=NO;,Y=H;c:X=NO,;,Y=NO,;
2a;:X=H,Y=H;26:X=NO,,Y=H;2c:X=NO,,Y=NO;;
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PE-2400CHN ( PE ): FT S-40 ( Bio-Rad ),KBr
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; Bruker D PX-40(M ( B ruker ), TM S i X -4 :
( ) ,
22
221
Q 02mol 50mL , 30mL , Q0 , (
).5h ;
, 92%
222
3 33nmol 100mL : 30mL , Q 27mL
(3 33nmol), 3 33nmol 20mL
, , ,  2h
, 2h, , , 3
223
50mL , 1 Gmmol Q 35Mmol N aB 103,
( N &B10s), 2mol/A H20. :
, 30min, , , 10mL ,
, , 30 , 3
23 a-c  2a-2c
231 a-c
1
1 a-c
(%) m.p ()
a 84 225228
b 93 291—292
c 86 268—269
232 ac IR 'HNMR

a pNO2LHCONHNHCeHs
IR (KBr) dnax/an” % 3288, 3213, (N—H); 1639 (C =0); 1600, 1515(Ar)an” ' ‘HNMR
(DM 0-ds), &+: 1Q 71(1H,NH), 8 91(1H, NH), 6 80—8 55(9H,A rH) , (
)/(%): C6Q 64(6Q 70),H4 12(4 28),N 16 48(16 34)
b pNO2LCeHsCONHNHCeHNO2-p
IR (KBr) dmax/an” " 3294, 3246 (N—H ); 1641 (C =0); 1595, 1517 (Ar) an”* 'HNMR
(DM S0-ds), &+:1Q 97(1H,NH), Q2 32(1H,NH), 6 86—8 39(8H,A rH) , (
)/(%):C51 82(51 66),H3 35(3 31),N 18 43(18 54)
¢ pNO:LHCONHNHCeH3(NO2) 2-0, p
IR (KBr) dnax/an” “: 3329, 3221 (N —H); 1654(C =0); 1623, 1595, 1530(A r)an" * ‘HNM R
(OM S0-ds), &+ 11 38(1H,NH), 1Q 32(1H,NH), 7 37—8 90(7H,A rH) , (
)/(%):C44 78(44 96) ,H2 43(2 59),N 20 31(20 17)



1090 25

233 2a-2c
2
2 2a-2c
(%) mp ()
2a 90 132—134
2b 86 176—178
2c 88 185—187
234 2a-2c IR 'HNM R

2a pNO2L6H4CON = NCeHs

IR (KBr)Vmax: 3089(A r—H); 1710(C =0); 1604, 1499 (A r); 1528, 1347 (NO2); 1405(N =
N)an ' 'HNMR (CDCls) &: 7 27—8 40(9H, A rH) ppm , ( )/ (%):
C61 32(61 18),H3 57(3 53),N 16 67(16 47)

2b pNO2CeHCON = NCeHNO2p

IR (KBr)Vmax: 3105 (A r—H); 1713(C =0); 1605, 1509 (A r); 1530, 1348 (NO2); 1415(N =
N)an ' 'HNM R (CDCls) &: 7. 286—8 49(8H,A rH)ppm : ( )/ (%): C52
23(52 00),H2 82(2 67),N 18 45(18 67)

2c pNO2LeH4CON=NCeH3s(NO2) 20, p

IR (KBr)Vmax: 3104 (A r—H); 1710(C =0); 1606, 1504 (A r); 1525, 1346 (NO2); 1401 (N =

N)an ' 'HNMR (CDCls) &+: 7. 28—8 48(7H,A rH)ppm : ( )/(%): C45
43(45 22),H2 22(2 03),N 20 11(20 29)
3
(1) R , 3200—3400an " * 2 N—H ,
, 1410am ™ * —N =N— ;'"HNM R ,
N —H 8 91—11 38 , ;

(2) NaB1Os/H 204 ,
, ( ). (Q 5h ),
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Synthesisand Character ization of 4-Nitrobenzoic Acyl Azo Canpounds

JANG Xiao-Ying YANG Feng-Xia ZHu W ei'W ei
(H enan Institue o Science and T echnology, X inxiang, H enan 453003, P. R. China)

Abstract  4-nitro benzoyl acylhydrazines were synthesized in ice bath with substituted
hydrazine and 4-nitrobenzoic chloride as rav materials A t the same time, 4-nitrobenzoic acyl azo
compoundsw ere synthesized firstly w ith the oxidation system N aBrO:/H2304 The productsw ere
characterized by elementary analysis, IR and ‘HNM R. The yields of productsw ere about from
84% to 93%.

Key words 4N itrobenzoic Chloride, 4N itro Benzoyl A cylhydrazine, N 8B 1Os/H 204,

Synthesis, 4N itrobenzoic A cyl A zo Compounds
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