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2-Methyl-5-methylmercapto-3-dimethylsulfoxymethine-7-phenyl-1,2,4-triazepine
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All the following operations were performed under an inert atmosphere using standard vacuum line

techniques. Trimethyloxosulfonium iodide (2, 0.73 g, 3.3 mmol) [1] was suspended in anhydrous DMSO

(6 mL) and sodium hydride (80 % suspension in mineral oil, 0.1 g, 3.3 mmol) was added at room

temperature. The mixture was vigorously stirred for 15 min and then cooled to 10°C before adding rapidly

a solution of the 1,2,4-triazepine 1 (0.3 g, 1.1 mmol) [2] in anhydrous DMSO (3 mL). After stirring at

room temperature during 48 hours, the reaction mixture was poured in cold water (40 mL) and extracted

with chloroform (3 x 15 mL). The combined organic layers were washed with water (3 x 15 mL), dried

over anhydrous MgSO4. The solvent was then evaporated under vacuum. The pure product 3 was

obtained as an orange solid after recristallization from carbon tetrachloride (85 % yield).

Mp.: 169-170°C

1
H NMR (CDCl3, 400 MHz): 2.35 (s, 3H, SCH3); 3.11 (s, 3H, NCH3); 3.47 (s, 6H, (CH3)2SO); 3.71 (s,

1H, H-C=S); 5.66 (s, 1H, H-C6); 7.31-7.70 (m, 5H, aromatic CH).

13
C NMR (CDCl3, 100 MHz, assignment based on NOESY, HMBC and COSY experiments): 14.82

(SCH3); 41.42 (NCH3); 42.43 ((CH3)2SO); 59.79 (H-C=S); 100.95 (C6); 127.98; 128.02; 129.39; 136.85

(aromatic C-H); 161.59 (C3); 163.18 (C7); 164.76 (C6).

MS-EI+(m/z, %): 321 (100, [M]+), 242 (30, [M-(CH3)2SO]+), 230 (5, [M- CH3)2SOCH]+).

Anal calcd. for C15H19N3S2O (321.46): C, 56.04; H,5.96; N, 13.07; found C, 55.91; H, 6.04; N, 13.02 %.
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