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Abstract New fourteen compounds of bis 3-alkyl/aryl -7H-1 2 4-triazolo 3 4-b -1 3 4-thiadiazines 3a ~3n
have been synthesized by the reaction of 1 4-dibromo-2 3-butanedione 1 with corresponding 3-alkyl/aryl-4-amino-
5-mercapto-1 2 4-triazoles 2a~2n . Their structures were characterized by EA IR '"H NMR and MS spectra.
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No. 7 -3 TH-1 2 4- 34-b -13 4- 679
1 for CisH;gNgS, C46.41 H4.97 N30.94 found C 46.55 H
4.89 N30.81.
11 1.2.4 3 3- TH TH' - -1 2 4- 3 4
X4 b -13 4 3d
Perkin-Elmer 2400 CHN Nicolet S10P FT- 68.4% m.p. 240~241 C 'H NMR DMSO-ds
R KBr Bruker AC.80  AC.200 8 4.15 s 4H 2xSCH, 2.64 q J=7.32Hz 2H 2x
TMS DMSO- d VGI00E EI 70 v mp. CH 1.30~1.56 d J=7.28Hz 12H 4xCH; IR KBr
5088 FAB-MS 7F.1 y 2970 2932 2872 w CH,or CHy 1587 1529 1463 m
) C—=NoC—C 676 w C—S—C cm~!. Anal. calcd for
7 3 CuHisNsS, C 46.41 H4.97 N30.94 found C 46.32 H
Py, 4.91 N31.03.
) 1.2.5 3 3'- TH TH'- -1 2 4- 3 4-b -
14 23 1 12 m.p. 116 ~ 13 4- 3e
117 «C 12 .3- / -4- -5- -1 2 4- 70.7% m.p. 231 ~232 C '"H NMR DMSO-d,
2a~2n 13 ) 8 4.21 s 4H 2xSCH, 2.89 t J=7.24Hz 4H 2x
1.2 3 3- /  TH TH'- -12 4- 34- CH, 1.20~1.98 m 8H 4xCH, 0.98 t J=7.22 Hz
b -13 4 3a~3n 6H 2xCH; IR KBr v 2960 2932 2872 w H,or CH,
0.004 mol 3- / 4 5 124 1593 1532 1462 m C—NorC—C 721 w C—S—C
2a~2n 0.002 mol 1 4- -2 3- 1 15 mL em™!. Anal. caled for C;gH,NgS, €49.23 H5.64 N28.72
2 h found C 49.31 H5.60 N 28.83.
pH=7 DMSO 1.2.6 3 3'- JH TH' - -1 2 4- 3 4-b -
. 13 4- 3f
1.2.1 3 3'- TH TH'- -1 2 4- 3 4- 78.2% m.p. 217 ~218 C 'H NMR DMSO-d;
b -134- 3a 8 4.32 s 4H 2xSCH, 2.83 t J=7.40Hz 4H 2x
87.5% m.p. 259 ~260 C 'H NMR DMSO-dj CH, 1.22~1.96 m 12H 6xCH; 0.82 t J=7.36Hz
8 4.14 s 4H 2xSCH, 2.51 S 6H 2xCH; IR 6H 2xCH; IR KBr v 2955 2932 2898 w CH, or
KBr v 2920 2850 w CH; 1603 1541 1465 m C=N  CH, 1591 1529 1461 m C—NorC—C 721 C—S—
o C—0C 691 C—S—C cem ' MS 70 eV m/z 306 C cm™! FABMS m/z 419 M+1 * . Anal. caled for Cg-
M* . Anal. caled for CioH;0NgS, €39.21 H3.23 N36.60 HyNgS, C€51.68 H6.22 N26.79 found C51.75 H6.21
found C39.40 H3.19 N36.73. N 26.86.
1.2.2 3 3'- -TH 7H'- -1 2 4- 3 4-b - 1.2.7 3 3'- JH 7H - -1 2 4- 3 4-p -
13 4- 3b 13 4- 3g
83.3% m.p. 247 ~248 C 'H NMR DMSO-ds 74.4% m.p. 197 ~ 199 C 'H NMR DMSO-d;
6 4.12 s 4H 2xSCH, 2.82 q J=7.54Hz 4H 2x S 4.42 s 4H 2xSCH, 2.85 t J=7.38Hz 4H 2x
CH, 1.36 t J=7.52Hz 6H 2xCH; IR KBr v CH, 1.33~1.72 m 16H 8xCH, 0.88 t J=7.40Hz
2083 2922 2872 w CH, or CH, 1598 1531 1468 m 6H 2x CH; IR KBr v 2956 2927 2856 w CH, or
C—NorC—C 696 w C—S—C cm™' FABMS m/z CH, 1611 1531 1461 m C—NorC—C 725 C—S—
3150 M+ 1 " . Anal. caled for CpHuNgS, € 43.11 H ¢ cm'. Anal. caled for CyHyNgS, € 53.81 H6.73 N
4.19 N33.53 found C43.23 H4.25 N33.39. 2511 found C53.69 H6.71 N 24.98 .
1.2.3 3 3'- -7TH 7TH'- -1 2 4- 34-b - 1.2.8 3 13- JH 7H - -1 2 4- 3 4-
134 3c b -13 4 3h
74.5% m.p. 258 ~259 C '"H NMR DMSO-ds 70.3% m.p. 249 ~251 °C 'H NMR DMSO0-d,
0 4.16 s 4H 2xSCH, 2.89 t J=7.492Hz 4H 2x 5 437 s 4H 2xSCH, IR KBr v 1610 1537 1462
CH, 1.80~1.87 m 4H 2xCH, 1.03 t J=7.38 Hz m C—=Nor C=—C 1275 1192 1152 vs C—F 717

6H CH; IR KBr v 2963 2927 2872 w CH; or CH,
1598 1531 1462 m C=—= N or C = C 709w
C—S—C em™' MS 70 eV m/z 362 M . Anal. caled

w C—S—C cm™'. Anal. caled for CoH,FeNgS, C28.99 H
0.97 N27.05 found C28.88 H0.99 N 27.13.
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1.2.9 3 3'- TH TH' - -1 2 4- 3 4-b -1 2
3 4- 3i
77.2% m.p. 284 ~286 C 'H NMR DMSO-dg 21
8 7.50~7.83 m 10H ArH 4.32 s 4H 2xSCH, IR L4 23 1
KBr v 3035 w ArH 1589 1525 1462 m C—N or i, a4 5 124 2a ~ 2n
C=C 769 692 m ArH em™!. Anal. caled for CyoH,y- 2h 3a ~
NS, €55.81 H3.26 N26.05 found C55.76 H3.25 N 3
26.14.
1.2.10 3 3'- 2- TH TH - -1 2 4- 3 NN
4-b -1 3 4 3i BrCHzg—gCHzBr + R—“\NLSH r"zﬂﬁx
71.3% m.p. 268 ~270 C 'H NMR DMSO-d; . |
5 7.50~7.85 m 8H AH 4.21 s 4H SCH, IR Zal‘inzn
KBr v 3064 w AH 1597 1569 1458 m C—N or s e N
C—C 767 m AH 705 w C—S—C cm~' FABMS R_II\J'—)N'\ )—E i—,IL—R
m/z 499 M+ 1 * . Anal. caled for CoH;,CpNgS, C 27N s s~ N~
48.10 H2.40 N22.44 found C48.05 H2.41 N22.47. Y ¥ aanin
1.2.11 3 3'- 4- 7H 7H'- -1 2 4- 3
4-b -1 3 4- 3k a R=CH, b R=CHs ¢ R=GHy
67.8% m.p. 288 ~280 C 'H NMR DMSO-dj d R=i-GH, e R=CH, f R=CH,
5 7.44~8.03 m 8 ArH 4.25 s 4H SCH, IR
g R=CeHy h R=CF i Ar=Ph
KBr v 3030 w ArH 1602 1563 1470 m C=—=N or
C=C 84 m AH 721 w C—S—C cm~'. Anal. caled i R=2CGH, k R=4-CIGH, I R=4-FCH,
for CooH;nCaNgS, € 48.10 H2.40 N22.44 found C 48.13 m R=2BiCGgH, n R= a-CHy-naphthyl
H2.38 N22.50.
1.2.12 3 3'- 4- JH TH' - -1 2 4- 3 124 ’
4-b -1 3 4- 31
66.2% m.p. >300 °C '"H NMR DMSO-
dg¢ 8 7.75~7.85 m 8H ArH 4.30 s 2H 2xSCH, 910
IR KBr v 3028 w ArH 1605 1483 1455 m C=—N or
C=C 89 m AH 724 w C—S—C cm !. Anal. SH 1 CH, S\2
caled for CoHpF5NgS, € 51.50 H2.58 N 24.03 found C HC1 3a~3n.
51.54 H2.72 N24.12. 2.2
1.2.13 3 3'- 2- TH TH'- -1 2 4- 3 3a~3n 3064 em-!
4-bH -1 3 4- 3m Ar—H 2960 ~
74.6% m.p. >300 C '"H NMR DMSO- 2850 C—S—C
d¢ 6 7.64~7.85 m 8H ArH 4.30 s 2H 2x SCH, 690 cm~! 1705 ~ 1725 em™!
IR KBr v 3030 w ArH 1597 1563 1454 m C=—N or )
C—C 832 w AH 718 w C—S—C cm™'. Anal. caled 3a~3n 'H NMR
for CooHBrNgS, € 40.96 H2.05 N19.11 found C 41.11
H2.07 N19.31. 2.51~
1.2.14 3 3'- 1- TH TH'- -1 2 4- 3 2.89 ) CH,
4-b -1 3 4- 3n
71.7% m.p. 254 ~256 C 'H NMR DMSO-d; CH, 4.12~4.41.
8 7.32~8.18 m 14H ArH 4.65 s 4H 2xCH, 4.26 3n BC NMR . 3n
s 4H 2xCH, IR KBr v 3007 w AH 2922 w 30 C 15
CH, 1597 1528 1464 m C—No C—C 885 w 152.66 150.38 142.87 133.37 131.55 131.42
AtH 716 w C—S—C cm™'. Anal. caled for CyHpNeS, € 128.42 127.74 127.62 126.18 125.76 125.51 124.05
64.52 H3.94 N20.07 found C 64.38 H3.82 N20.25. 54.82 27.45. 152.66 150.38 142.87
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