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o TEVKI S50 N R 2.5 h(TLC #ll) | 7 S 2%
18 It 2 = IS IR B 5k B W e TR OK BRI B,
g fE FJCK Qs 45 & RIS 4.

2 - ALBANE(3a) , HAREA, £ 0% , &
A (mp): 131.8 ~133.6 °C, '"H NMR(CDCl,, 500
MHz) : 8.24(s, 1H), 7.54 ~7.56(d, J=8.0 Hgz,
2H), 7.36(t, J=7.5 Hz, 2H), 7.18(t, J=7.5
Hz, 1H), 4.19 (br, 2H); "C NMR ( CDCl,, 125
MHz) §: 163.85, 136.69, 129.15(2C), 125.27,
120.16 (2C), 42.90; IR (KBr, v/em™"): 3 267,
3207, 3 144, 3099, 1 672, 1 608, 1 560, 1 499,
1444, 1404, 1344,1292, 1193, 960, 857, 789,
753.

2- AW - (2 - WAERE) (3b), &%
98% , HEGEA, #H (mp): 109.2 ~109.5 C, 'H
NMR (CDCl,, 500 MHz) §: 8.22 (s, 1H), 7.86 ~
7.88(d, J = 8.0 Hz, 1H), 7.21 ~ 7.24(t, J=
8.5 Hz, 2H), 7.11 ~7.14(t, J = 7.5 Hz, 1H),
4.23 (s, 2H), 2.30 (s, 3H). "C NMR (CDCl,,
125 MHz) §: 163. 81, 134. 66, 130. 62, 129. 05,
126.95, 125.81, 122.43, 43.19, 17.54. IR (KBr,
v/em™): 3 269, 3 053, 2 961, 1 664, 1 589,
1542, 1459, 1406, 1253, 1201, 804, 762, 747,
715.

2-HA OB - (3 - WEIRM) (3¢), 7%
90% , o Ak, %A (mp): 77.8 ~79.1 C. 'H
NMR (CDCl,, 500 MHz) §: 8.21(s, 1H), 7.33 ~
7.38(m, 2H), 7.23 ~7.24(m, 1H), 6.98 ~6.70
(d, J=7.5Hz, 1H), 4.18(s, 2H), 2.36(s, 3H).
“C NMR (CDCL,, 125 MHz) §: 163.90, 139. 14,
136.60, 128.96, 126.09, 120.81, 117.28, 42.94,
21.49. IR(KBr, »/em™'): 3295, 1 686, 1 667,
1616, 1 561, 1 492, 1 400, 879, 868, 789,
779, 698.

2-FA LW - (4 - WERIRRE) (3d), 7%
83% , JRAG A, J5 25 (mp) : 162.0 ~162.6 C, 'H
NMR (CDCl,, 500 MHz) &: 8.19 (s, 1H), 7.41 ~
7.43 (d, J =8.0Hz, 2H), 7.15~7.16 (d, J =
8.0 Hz, 2H), 4.17 (s, 2H), 2.33 (s, 3H). “C
NMR ( CDCL,, 125 MHz) §: 163. 78, 134. 99,
134.14, 129. 62 (2C), 120. 27 (2C), 42. 90,
20.91. IR (KBr, v/em™'): 3 273, 3 205, 3 156,
3091, 1675, 1618, 1555, 1512, 1402, 1 345,
1307, 1293, 1252, 1194, 820, 798, 504.

2-FALHE - (2 - WAKERM) (3e), &

87% , LIt K. "H NMR (CDCl,, 500 MHz) §;
8.95 (s, 1H), 8.33 (dd, J, =1.5 Hz, J, =8.0 Hz,
IH), 7.10 (td, J, =1.5 Hz, J, =8.0 Hz, 1H),
6.96 ~7.00 (m, 1H), 6.91(dd, J, =1.0 Hz, J, =
8.5 Hz, 1H), 4.20 (s, 2H), 3.91 (s, 3H). “C
NMR ( CDCl,, 125 MHz);§: 163. 72, 148. 34,
126.57, 124.73, 121.04, 119.66, 110.09, 55.87,
43.17. IR (KBr, v/em ') 3 387, 3 011, 2 945,
1683, 1603, 1535, 1488, 1462, 1435, 1410,
1336, 1290, 1255, 1220, 1176, 1117, 1 047,
1026, 784, 751.

2-A O - (3 - HAEER ) (3f), =&
96% , B0 [E A, #54 (mp): 99.0~99.1 C. 'H
NMR (CDCl,, 500 MHz) §: 8.25 (s, 1H), 7.28
(m, 1H), 7.24 ~7.25 (m, 1H), 7.03 ~7.04 (d,
J=8.0Hz, 1H), 6.73 (dd, J, =1.5 Hz, J, =8.0
Hz, 1H), 4.19 (s, 2H), 3.81 (s, 3H). "C NMR
(CDCl,, 125 MHz) §: 163. 84, 160. 20, 137. 83,
129.86, 112.24, 110.02, 105.87, 55.38, 42.91.
IR (KBr, v»/em™'): 3 279, 3 210, 3 150, 3 107,
1677, 1618, 1602, 1 565, 1496, 1425, 1 405,
1287, 1230, 1214, 1152, 1048, 855, 776, 689.

2-A LW - (4 - HAMRRI) (3g), &
80% ,IREE KR, 455 (mp): 118.8 ~119.2 <C.
'"H NMR (CDCl,, 500 MHz) §: 8.18 (s, 1H), 7.44
~7.45 (d, J=4.5Hz, 2H), 6.88 ~6.90 (d, J =
9.0 Hz, 2H), 4.19 (s, 2H), 3.81 (s, 3H). “C
NMR ( CDCL,, 125 MHz) §: 163. 74, 157. 07,
129.66, 122. 10 (2C), 114. 26 (2C), 55. 50,
42.86. IR (KBr, v/em™'): 3294, 3 199, 3 136,
3074,2958, 1664, 1603, 1550, 1511, 1 466,
1444, 1414, 1300, 1249, 1 180, 1 153, 1 031,
831, 789, 713, 689.

2 - AL - (3 -FEHEM) (3h), 3 99% ,
RO EAR, HS (mp): 96.9 ~98.4 °C. 'H NMR
(CDCl,, 500 MHz) §: 8.27 (s, 1H), 7.68 (s,
1H), 7.39 ~7.41 (d, J=8.5 Hz, 1H), 7.28 ~
7.30 (m, 1H), 7.15~7.16 (d, J=8.0 Hz, 1H),
4.20 (s, 2H). “C NMR (CDCl;, 125 MHz) §:
164.01, 137. 78, 134. 80, 130. 14, 125. 33,
120.23, 118. 10, 42. 85. IR ( KBr, v/em™'):
3270, 3198, 3 132, 3 089, 1 680, 1 614, 1 595,
1549, 1430, 1407, 1266, 1253, 877, 781, 681.

2 AW - (4 =AM (31), 7% 8% ,H
EEA, 455 (mp): 168.8 ~169.2 °C. 'H NMR
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(CDCl,, 500 MHz) &: 8.23 (s, 1H), 7.50 ~7.52
(d, ] =9.0 Hz, 2H), 7.32~7.34 (d, J = 8.5
Hz, 2H), 4.19 (s, 2H). "C NMR (CDCl,, 125
MHz) §: 163.82, 135.24, 130.37, 129.20 (2C),
121.34, 42.81. IR (KBr, v/em™"): 3 264, 3 199,
3131, 3083, 1670, 1615, 1553, 1491, 1401,
1249, 836, 777.

2 AW - (4 -TRRE) (3)), 7% 96% ,H
A, 75 (mp): 179.0 ~181.2 °C. 'H NMR
(CDCl,, 500 MHz) §: 8.24 (s, 1H), 7.45~7.49
(m, 4H), 4.19 (s, 2H). “C NMR (DMSO - d, 125
MHz) 8: 164.75, 137.82, 131.63 (2C), 121.19
(2C), 115.44, 43.49. IR (KBr, v/em™"); 3 263,
3195, 3126, 3077, 1699, 1 670, 1 608, 1 590,
1550, 1 488, 1 396, 1 337, 1 282, 1 248, 822,
812, 733.
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Hire AP & S5 e 4544 FI'H NMR, P C
NMR HI IR #0471 3RAL, BELL S SR 3a 9 i) 5
PAGEEA. 7E'H NMR 1, 7 5 8.24 4bH 31—~ Ll
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FUE, RIS, 7 6 4. 19 Ak B
NG Y S0, Oy T FOEL i 72T C NMR 1, 8
163. 85 4b M ¥k KLtk % 8 120. 16 ~ 156. 69 1)~
LRI, & 12. 90 1 YRR (9 1% ; 7 IR
3267 om ™ Ab B IS A v (NH) IR L3 099
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em ™ AT N - H P19 25 IR 20 0 A
1672 em ™ Ak SR HC v (C = O) MRICHT , 1 560
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Tab. 1 The yield of compound 3

e aEY R TR/
1 3a H 90
2 3b 2 -CH, 98
3 3¢ 3-CH, 90
4 3d 4-CH, 83
5 3e 2 - OCH, 87
6 3f 3 - 0CH, 96
7 3g 4 -0CH, 80
8 3h 3-al 99
9 3i 4-cl 98
10 3 4-Br 96
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Synthesis and characterization of chloroacetyl aromatic amines

LIU Han — wen, ZOU Ya —1i, TANG Zi - long

(Key Laboratory of Theoretical Chemistry and Molecular Simulation of Ministry of Education of China,

School of Chemistry and Chemical Engineering,Hunan University of Science and Technology, Xiangtan 411201 , China)

Abstract:; A series of aromatic amides were synthesized in yields of 80% ~99% using substituted aniline and

chloroacetyl chloride as materials. The structures of the products were characterized by IR, "HNMR and " C NMR.

The post — treatment of the reactions were simplified only by washing the reaction mixtures with hot water, need not

use organic solvent to extract the product from the mixture. The reduction use of organic solvent in post — treatment

is in line with the requirements of the green chemistry.

Key words: chloracetyl chloride; substituted aniline; amide; synthesis
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