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Scheme 1.

Ar:4a:1 3 4-Thiadiazol2-yl;4 b: Ph; 4c: 4-MePh; 4d: 4-MeOPh; 4e: a-Naphthyl;
4f: B-Naphthyl; 4g: 2-NO, Ph; 4h: 3-NO, Ph; 4i: 3-CIPh; 4j: 4-NO, Ph.
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1.2
1.2.1 2 6- 2
2 6- 17
98.0% .
1.2.2 3 50 mL
0. 06 mol 40 mL
8.0% 400
0.02 mol 2 6-
50 min
3
4 .
1.2.3 4 .
50 mL 3
<0. 04 mol
8 h
DMF-EtOH-H,0 3 .
4a: >300 C 62%;

IR(KBr) »:3 447 3094 2 925 1 754 1 680 cm™';
"H NMR( DMSO-d, 400 MHz) &:13.68(s 2H NH)
12.85(s 2H NH) 8.37 ~9.33(m 3H —C,H,N); LC-
MS( EI) m/z: 450 ( M*™ -1 18); Anal. Calcd. for
C;NyHy 0, S,/%: C 34.58; H 2.01; N 27.92;
Found/%: C 34.82; H 2.31; N 28.21.

4b: 199 ~ 201 C
55% ; IR( KBr) »:3369 3062 2905 1692 1673 cm™';
"H NMR( DMSO-d, 400 MHz) §&:12.41(s 2H NH)
12.07(s 2H NH) 8.40 ~8.46(m 3H —C,H,N) 7.20 ~
7.92(m 10H —Cg Hy); LCMS ( EI) m/z: 436
(M* +1 10) ; Anal. Caled. for C,, H;,N,0,S,/%: C
57.91; H 3.93; N 16.08; Found/%: C 57.82; H
4.21;N 16.11.

dc: 217 ~219 <C

58%; IR( KBr) »:3 364 3 066 2 920 1 684

1597 em™'; '"H NMR( DMSO-d, 400 MHz) §&:12.36
(s 2H NH) 12.05(s 2H NH) 8.37 ~8.46(m
3H —C,H,N) 7.25 ~7.61(m 8H —C,H,) 2.34
(s 6H —CH,) ; LC-MS( EI) m/z: 464(M* +1 16) ;
Anal. Caled. for C,,H,, N50,S,/%: C 59.59; H 4.57,
N 15.11; Found/%: C 59.82; H 4.72; N 15. 36.

4d: 223 ~225 C

61%; IR( KBr) »:3 356 3 071 2 967 1 668

1 653 cm™'; '"H NMR( DMSO-d, 400 MHz) §:12.38
(s 2H NH) 12.09(s 2H NH) 8.28 ~8.51(m
3H —C,H,N) 7.01 ~7.96(m 8H —C,H,) 3.79
(s 6H —OCH,) ; LC-MS( EI) m/z 496(M* +1
12) ; Anal. Calcd. for C,;H,, N,0,S,/%: C 55.74; H

4.27; N 14.13; Found/%: C 55.99; H 4.42; N
14. 42.

4e: 244 ~246 C
30%;IR( KBr) »:3 388 3 164 2927 1 692 1 597 cm™';
'"H NMR ( DMSO-d, 400 MHz) &: 12.51 (s 2H
NH) 12.22(s 2H NH) 8.43 ~8.57(m 3H —C,H,N)
7.60 ~8.41(m 14h —C, H,); LCMS( EI) m/z:
534(M* -1 12); Anal. Caled. for C,oH, N;0,S,/%:
C 65.03; H 3.95; N 13.07; Found/%: C 65.19; H
4.02; N 13.23.

4f: 239 ~240 °C 59%:;
IR(KBr) »:338 3054 29151 695 158 em™';
"H NMR ( DMSO-d, 400 MHz) &: 12.62 (s 2H
NH) 12.18(s 2H NH) 8.41 ~8.50( m 3H —C,H,N)
7.56 ~8.38(m 14h —C, H,); LC-MS( EI) m/z
536(M* +1 17) ; Anal. Caled. for C,oH, N;0,S,/%:
C 65.03; H 3.95; N 13.07; Found/%: C 65.22; H
4.12;N 13.13.

4g: 228 ~229 C
46%;TR(KBr) »:3373 3074 2935 1 6% 1 607 cm™;
'"H NMR ( DMSO-d, 400 MHz) &: 12.67 (s 2H
NH) 12.36(s 2H NH) 8.39 ~8.52(m 3H —C,H,N)
7.58 ~8.15(m 8H —C¢H,) ; LC-MS( EI) m/z: 526
(M* +1 25); Anal. Caled. for C,,H;sN,0,S,/%: C
48.00; H 2.88; N 18.66; Found/%: C 48.21; H
4.01; N 18.89.

4h: 256 ~257 C
529%;IR(KBr) »:3 378 3203 3093 1 704 1 596 cm™';
'"H NMR ( DMSO-d, 400 MHz) &: 12.54 (s 2H
NH) 12.24(s 2H NH) 8.50 ~8.79( m 3H —C,H,N)
7.73 ~8.48(m 8H —C¢H,) ; LC-MS( EI) m/z: 524
(M* =1 20); Anal. Caled. for C,, H,sN,0,S,/%: C
48.00; H 2.88; N 18.66; Found/%: C 48.19; H
2.92; N 18.87.

4i: 206 ~208 °C
53%;IR(KBr) »:3 350 3 076 2920 1 681 1 591 cm™';
"H NMR ( DMSO-d, 400 MHz) &: 12.41 (s 2H
NH) 12.13(s 2H NH) 8.29 ~8.47(m 3H —C,H,N)
7.36 ~7.95(m 8H —C¢H,) ; LC-MS( EI) m/z: 505
(M* +1 25); Anal. Caled. for C,,H;sN50,S,ClL,/%:
C 50.00; H 3.00; N 13.88; Found/%: C 49.91; H
3.21; N 13.98.

4j: 239 ~240 °C
49%; TR(KBr) »:3 349 3076 2 %42 1 691 1 616 cm™';
"H NMR ( DMSO-d, 400 MHz) &: 12.67 (s 2H
NH) 12.26 (s 2H NH) 8.51 ~8.55(m 3H
—C,H,N) 7.97 ~8.50(m 8H —C, H,); LC-
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MS(EI) m/z 526 ( M™ + 1 35); Anal. Caled. for 4
C, HN,0,S,/%: C 48.00; H 2.88; N 18.66; 4a ~4j
Found/%: C 48.16; H 2.98; N 18.92. 70% ) 3
( Scheme 2)
2
2.1
4 2.2
400. 4a  4b IR =0
400 1668 ~1754 ¢cm ™ ;C=S 1600 cm™'
2% 10%. N—H
3360 cm ™
'"H NMR Ar—NH—S =C—NH—Ar
2 N—H 12.05 ~13. 68
7.01 ~8. 80.
3
18 4
10 mg+« L™ 100 mg = L™
( barnyard grass ) ( Rape
Scheme?2 ) 1.
1 4a ~4j . ( . ) '
4 /x107° / x10°° / x10°¢ / x10°¢
10 100 10 100 10 100 10 100
4a 82 D 30,1 D -3.2 83.1 B -13.6 -2.2 -36.1 20.2 D
4b 10.4 D 34.0 D 34.3 D 56.3 C -9.1 -2.1 -49.4 0.0
4c 28.0 D 25.0 D 31.5 D 67.7 C 9.0 D 81.8 B -39.3 86.6 B
4d 19.3 D -11.0 9.6 D 49.8 C -3.4 -6.3 -34.7 3.4 D
4e -5.0 24.0 D 52.1 C 52.6 C -11.8 74.4 B 8.8 D 80.8 B
4f -12.0 29.0 D 10.7 D 72.7 B -13.2 74.9 B -=-27.6 87.3 B
4g 7.9 D 30.0 D 21.7 D 81.2 B -8.5 16.7 D -9.9 75.2 B
4h 148 D -4.0 246 D 523 C -16.3 18.6 D -46.1 25.4 D
4i -14.0 15.0 D 33.9 D 18.9 D 1.3 D 10.4 D -8.3 13.7 D
4j -11.0 20 D 268 D 60.0 C 0.0 6.2 D -15.4 3.8 D
* A 1 =90%; =70%;C :=50%;D : <50%.
1 ; 10 x10°° 100 x 10~°
C B
100 x10~° 3 B
3 4 B
4
R 10 2 6-
dc "H NMR.IR.LC-MS
N ; R N

4e 4f
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The Synthesis and Herbicidal Activity of 2 6-Dicarbonyl Thiourea
Pyridine Derivatives

HUANG Yangfei' LEI Dayou' CHEN Le' WANG Tao'

s

LUO Jin' ¥

(1. Jiangxi Province Key Laboratory of Chemical Biology College of Chemistry and Chemical Engineering Jiangxi Normal University Nanchang

Jiangxi 330022 China; 2. Analytical & Testing Center Jiangxi Normal University Nanchang Jiangxi 330022 China)

Abstract: Ten novel 2 6-dicarbonyl thiourea pyridine derivatives( 4a-4j) have been successfully synthesized via the

reaction of 2 6-isothiocyanate pyrimidine with aromatic amine. The structures of the target compounds are character—

ized by LC-MS IR 'H NMR and elementary analysis. The results of preliminary bioassay indicated that some of

these compounds show good herbicidal activities.

Key words: 2 6-dicarbonyl thiourea pyridine; synthesis; herbicidal activities



