2004 ,9(1) : 63 66
Journd of China Agriculturd Universty

( ):2[(z )4 -5 -1,3,4
( , 100094)
, , ) 12
, I1H BCNMR ,
, -04 -06 1.5kg- hm 2 , 71.9%
89.2% 45.3% 87.0%; ,
01,34 ; ;
0626.32; TQ457.22 1007-4333(2004) 01-0063-04 A

Study on pyridine derivatives () : Synthesis and herbicidal activity
of 2- (2-chloropyrid-4-yl)-5alkylamino-1,3 ,4-thiodiazoles

Wu Houbin, Jin Shuhui , Mao Shufen, Qin Zhaohai
(College of Science, China Agricutural Universty , Beijing 100094 , China)

Abstract In the course dof continuous researches onpyridine derivatives, twelve 2- (2-chloropyrid-4-yl)-5-alkylamino-1,
3,4-thiodiazoles were designed and synthesized. Their structures were corfirmed by elemental analysis, 'H and BcC
NMR. All of them give considerable inhibition to tested herbs in preliminary herbicidal screening and foliar treatment is
preferable to sail treatment. Infoliar model and a dose of 1. 5kg- hm” 2 -04and -06 gives a 71. 9 % —89. 2 % and
45.3%—87.0% inhibition ratio to Amaranthus retroflexus L., Echinochloa crus-galli (L.) Beauv., Brassica
campestris var. Oleifera and Medicago sative, respectively. And it proved they are valuable herbicidal lead com-
pounds.
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Table 1l Phydco-chemica congtantsof syntheszed compounds
w/ %, ( )
R /% mp.( )
C H N
-01 CH; CsH;ON,S 62.5 203 205  42.42(42.38) 3.14(3.12) 24.78(24.72)
-02 CoHs CoHoOIN,S 55.8 166 168  45.04(44.90) 3.77(3.78) 23.31(23.28)
-03 CaHy CioH11AON,S 49.8 160 162  47.15(47.14) 4.21(4. 36) 22. 04(22. 00)
-04 i-CaHr CioH11AON,S 56.0 145 147  47.20(47.14) 4.36(4. 36) 21. 86(22. 00)
-05 - CaHo Ci1H130N,S 60.5 131 133  49.11(49.15) 4.95(4. 89) 20. 88(20. 85)
-06 sec- Gy Ho Ci1 Hi3AN4 S 50.0 140 142 49. 23(49. 15) 4.86(4. 89) 20. 88(20. 85)
-07 s Hix Ci2HisAON,S 70.5 115 117  51.00(50. 96) 5.29(5. 36) 19. 78(19. 81)
-08 i-Cs Hyy Ci2HisON4S 65.5 154 155  50.90(50. 96) 5. 41(5. 36) 19.97(19. 81)
-09 (CHy) 6 Ci3HisON,S 62.8 164 166  52.95(52.95) 5.17(5. 14) 18.94(19. 01)
-10 - Co Hig CisH230N,S 63.3 105 107  56.71(56.69) 6. 72(6. 85) 16. 41(16. 53)
-11 - CizHzs CioHoON4S 63.9 97 99 59. 80(59. 89) 7.63(7.69) 14.92(14. 71)
-12 H CrHsON,S 62.0 241 243 39.77(39.53) 2. 47(2.37) 26. 23(26. 35)
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2 "HNMR ( :CD0l3)
Table2 *H NMR dataof syntheszed compounds (lvent: CDO3)
a-H B'-H B-H N-H RH
-01 8. 46(dd ,1H) 7.71(dd ,1H) 7.63(dd,1H) 6.20(s,1H) 3.17(s,3H)
-02 8. 45(dd ,1H) 7.71(dd ,1H) 7.62(dd,1H) 6.73(s,1H) 3.46(q,2H) ,3.41(t ,3H)
-03 8. 44(dd ,1H) 7.71(dd ,1H) 7.62(dd,1H) 6.92(s,1H) 3.37(t ,2H) ,1.74 1.86(m,2H) ,1.05(t ,3H)
-04 8. 44(dd ,1H) 7.70(dd ,1H) 7.62(dd,1H) 6.63(s,1H) 3.74(bs,1H) ,1.39(d,6H)
-05 8.44(dd,1H) 7.70(dd,1H) 7.62(dd,1H)  7.27(s,1H)  3.40(t,2H) ,1.71 1.80(m,2H) ,1.45 1.52
(m,2H) ,0.99(t ,3H)
-06 8.44(dd ,1H) 7.70(dd ,1H) 7.61(dd,1H) 6.53(s,1H) 3.48 3.54(m,1H) ,1.63 1.79(m,2H) ,1.35
(d,3H) ,1.02(t ,3H)
-07 8. 44(dd ,1H) 7.70(dd ,1H) 7.61(dd,1H) 6.92(s,1H) 3.39(t,2H) ,12.72 1.82(m,2H) ,1.36 1.46
(m ,4H) ,0.94(t ,3H)
-08 8. 44(dd ,1H) 7.70(dd ,1H) 7.62(dd,1H) 6.54(s,1H) 3.42(t,2H) ,2.72 1.81(m,1H) ,1.62 1.70
(m,2H) ,0.98(d,6H)
-09 8. 44(dd ,1H) 7.70(dd ,1H) 7.61(dd,1H) 6. 74(s,1H) 3.37(bs,1H) ,2.15(t,2H) ,1.83(d,2H) ,1.68
(t,1H) ,1.23 1.49(m,5H)
-10 8.44(dd ,1H) 7.70(dd ,1H) 7.61(dd,1H) 6.80(s,1H) 3.39(t,2H) ,1.70 1.80(m,2H) ,1.27 1.44
(m,12H) ,0.87(t ,3H)
-11 8.43(dd ,1H) 7.69(dd ,1H) 7.61(dd,1H) 6.82(s,1H) 3.38(t,2H) ,1.71 1.80(m,2H) ,1.25 1.44
(m,18H) ,0.88(t ,3H)
-12 8. 47(dd,1H) 7.76(dd ,1H) 7.81(dd,1H) 7.84(s,2H)
3 ABX . %1=5.2,%5=1.5,%,=0.5;
DMSO-ds , °C NMR
3 BC NMR ( :CDCl3)
Table3 C NMR dataof syntheszed compounds (lvent : CDOs)
2-C 5C a'-C B'-c y-C B-C a-C R-C
-01 171. 36 151. 13 152. 53 120. 24 141. 52 119. 97 151. 61 31.87
-02 171. 57 152. 25 152.78 120. 77 141. 01 119. 14 150.34 42.53,14. 40
-03 170.71 151. 12 152. 15 120. 43 141. 59 119. 98 151.65 47.32,22.21,11.97
-04 170. 81 150. 17 152. 48 120. 69 141. 13 119.11 152.28 50.12,22.44
-05 172. 30 150. 17 152. 24 120. 64 141. 14 119. 07 150.17 47.72,30.98,20.02,13. 67
-06 171. 29 150. 18 152. 28 120. 68 141. 15 119. 09 150.18 56. 24 ,29. 48 ,20. 02 ,10. 36
-07 170. 62 151. 11 152. 09 120. 41 141. 56 119. 95 151.61 45,44 ,28.96,28.51,22.23,
14. 29
-08 172. 10 150. 20 152. 39 120. 69 141. 11 119. 04 152.29 46.19,37.72,25.61,22. 33
-09 170.72 150. 17 152. 34 120. 70 141. 13 119. 07 152.27 57.24 ,32.55,25.30,24.58
-10 172.24 150. 16 152. 28 120. 63 141. 12 119. 04 152.25 48.10,31.76,29.40, 29. 20,
29.17,28.96,26.84,22.57,
14. 00
-11 172. 19 150. 17 152. 34 120. 67 141. 13 119. 06 152.31 48.10,31.84,29.58, 29.56,
29.52,29.46,29.27,29.21,
29.00,26. 85 ,22.61,14. 04
-12 170. 84 151. 12 152. 86 120. 49 141. 60 120. 02 151. 59
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) ) 2003 ,2(2) :1 6;2003,2(3) :4 10
) ) [2] Yoshiaki N, Keichiro N, Keichi I. QSAR of larvicidd
4 ( ) N-5- (subgtituted phenyl)-1, 3, 4-thiadiazol-2-yl ]-benza-

Table4 Herbicidd activity of syntheszed compounds

%

-01 18.6 56.3 41.536.7 14.1 43.5 23.6
-02 14.0 37.5 9.823.3 0 17.4 21.6
-03 18.6 25.0 24.4 20.0 15.6 39.1 36.5
-04 16.3 25.0 13.4 73.9 45.3 87.0 60.8
-05 9.3 25.0 23.243.328.1 47.8 61.5
-06 55.8 75.0 O 20.071.9 87.0 87.8
-07 4.7 6.3 26.820.0 3.1 O 22.3
-08 7.0 37.5 26.8 23.3 O 8.7 20.3
-09 16.3 37.5 19.543.3 0 52.2 25.7
-10 20.9 12.5 20.7 36.7 17.2 60.9 17.6
-11 7.0 O 0 333 0 30.4 O
-12 34.9 12.5 2.446.7 6.3 O 28.4
24D 72.1 87.5 96.3 96.7 28.1 91.3 95.3
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