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Abstract


A novel disulfenylation of alkenes with thiophenols and their corresponding disulfides by using air as the oxidant has been achieved. This transformation provides a facile and practical protocol for the synthesis of vicinal dithioethers under mild conditions.
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A 25 mL vial was charged with styrene (1a) (21 mg, 0.2 mmol), thiol 2a (5 mg, 0.04 mmol), and disulfide 3a (99 mg, 0.4 mmol) in CH2Cl2 (2 mL), then sealed under a N2 atmosphere. Air (7 mL) was introduced into the sealed vial and the mixture was stirred at rt for 24 h. After removal of the solvent, the residue was purified by flash column chromatography (silica gel, PE) to give a white solid; yield: 50 mg (71%); mp 67.2–68.5 °C.
1H NMR (400 MHz, CDCl3): δ = 7.29–7.17 (m, 5 H), 7.14 (d, J = 8.0 Hz, 2 H), 7.07–6.97 (m, 6 H), 4.15 (dd, J = 10.1, 4.9 Hz, 1 H), 3.42 (dd, J = 13.5, 4.9 Hz, 1 H), 3.27 (dd, J = 13.5, 10.2 Hz, 1 H), 2.29 (s, 3 H), 2.29 (s, 3 H). 13C NMR (100 MHz, CDCl3): δ = 140.0, 137.9, 136.6, 133.5, 131.9, 130.7, 130.5, 129.80, 129.77, 128.6, 128.2, 127.8, 52.7, 40.2, 21.3, 21.2. 
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