Supplementary Material for Journal of Materials Chemistry

This journal is © The Royal Society of Chemistry 2003


Supplementary data
Experimental for compounds 5b-8b and 5d-8d.

General procedure 

To a solution of the starting material in dichloromethane/glacial acetic acid (3:1) was added mercuric acetate (1.6 eq) and the mixture allowed to stir overnight at room temperature. The resulting solution was then filtered under vacuum and washed with dichloromethane. The organic layer was washed with saturated NaHCO3 and water (3 ( 80-100 ml each), dried (MgSO4) and evaporated under reduced pressure.

4,6-Diphenyl-thieno[3,4-d][ 1,3]dithiol-2-one (5b)

Obtained from 5a (72 mg) as a light yellow solid. Yield = 45 mg, 66%, Mpt: 118-120(C. Mass Spec (EI) (m/z)+ = 326. HRMS: Found 325.9898; calcd for C17H10OS3 325.9894. 1 HNMR (CDCl3, 300MHz, () 7.53-7.27 (10H,m); 13 C NMR (CDCl3, 75MHz, () 193.1, 133.1, 132.4, 129.3, 129.1, 128.5 and 126.7; Vmax (KBr)/cm-1 1668, 1482, 861, 759, 718 and 689.

4,6-Bis-(2-methoxyphenyl)-thieno[3,4-d]dithiol-2-one (6b)
Obtained from 6a (155 mg) as a light yellow crude solid. The product was an admixture of 6a and 6d. Yield = 70 mg. The product 6b could not be isolated by chromatographic techniques. Mass spec (CI) (m/z)+ = 386.

4,6-Bis-(4-methoxy-phenyl)-thieno[3,4-d][ 1,3]dithiol-2-one (7b)

Obtained from 7a (75 mg) as an off-white solid. Yield = 42 mg, 58%, Mpt: 148-150(C, Mass spec (EI) (m/z)+ = 386.0. HRMS: Found 386.0105; calcd for C19H14O3S3 386.0105. 1 H NMR (CDCl3, 300MHz, ( ) 7.41 (4H, d, J 8.52), 6.90 (4H, d, J 8.52) and 3.78 (6H, s). 13 C NMR (CDCl3, 75MHz, () 193.5, 159.6, 132.2, 127.9, 125.1, 123.4, 114.6 and 55.4. Vmax (KBr)/cm-1 1655, 1609, 1500, 1264, 1179, 1037, 830 and 672.

4,6-Bis-(2,4-dimethoxy-phenyl)-thieno[3,4-d][ 1,3]dithiol-2-one (8b)

Obtained from 8a (500 mg) as a yellow solid. Yield = 410 mg, 85%, Mpt: 174-176(C. Mass Spec (EI) (m/z)+ = 446.0. HRMS: Found 446.0314; calcd for C21H18O5S3 446.0316; 1 H NMR (CDCl3, 300MHz, () 7.73 (2H, d, J 8.65), 6.59 (2H, dd, J 8.65 and J 2.47), 6.47 (2H, d, J 2.33), 3.90 (6H, s) and 3.85 (6H, s). 13 C NMR (CDCl3, 75MHz, ( ) 197.0, 160.9, 155.8, 141.1, 130.8, 127.4, 115.1, 105.4, 98.3, 55.4 and 55.3. Vmax (KBr)/cm-1 1640, 1497, 1294, 1213, 1029 and 818.

4,6-Diphenyl-furano[3,4-d]dithiole-2-one (5d)

Obtained from 5c (882 mg) as a light yellow solid. Yield = 473 mg, 56%, Mpt:196-198(C, Mass Spec (EI) (m/z)+ = 310, Found C, 65.37; H, 3.25; S, 20.09. CHNS requires C, 65.78; H, 3.25; S, 20.66%; 1 H NMR (CDCl3, 300MHz, () 7.63-7.32(10H, m). 13 C NMR (CDCl3, 75MHz, () 193.4, 144.9, 129.6, 129.4, 129.0, 128.4 and 124.4; Vmax (KBr)/cm-1 1728, 1666, 1491, 1445, 967, 860, 752, 728.

4,6-Bis-(2-methoxy-phenyl)-furano[3,4-d][ 1,3]dithiole-2-one (6d)
Obtained from 6c (509 mg) as a white solid. Yield = 154 mg, 32%, Mpt:196-198(C darkens at ca.150(C, Mass Spec (EI) (m/z)+ = 370; Found C, 61.96; H, 3.57; S, 17.33. CHNS requires C, 61.60; H, 3.81; S, 17.31%; 1 H NMR (CDCl3, 300MHz, () 7.90 (2H, d, J 7.83), 7.36 (2H, t, J 7.08), 7.11 (2H, t, J 7.22), 6.98 (2H, d, J 8.24) and 3.98 (6H, s); 13 C NMR (CDCl3, 75MHz, () 197.2, 154.7, 141.5, 129.4, 126.7, 121.1, 118.3, 117.3, 110.9 and 54.7. Vmax (KBr)/cm-1 1664, 1491, 1459, 1258, 1019 and 730.

4,6-Bis-(4-methoxy-phenyl)-furano[3,4-d][ 1,3]dithiol-2-one (7d)

Obtained from 7c (264mg) as a yellow solid. Yield = 160 mg, 63%, Mpt:167-169(C, Mass Spec (EI) (m/z)+ = 370; Found C, 61.74; H, 4.08; S, 16.45. CHNS requires C, 61.60; H, 3.81; S, 17.31%; 1 H NMR (CDCl3, 300MHz, () 7.55 (4H, d, J 6.81), 7.03 (4H, d, J 7.83) and 3.91 (6H, s). 13 C NMR (CDCl3, 75MHz, () 194.3, 159.6, 144.4, 125.7, 122.1, 114.9, 111.9 and 55.7; Vmax (KBr)/cm-1 1729, 1505, 1250, 1177, 1038, 822 and 678.

4,6-Bis-(2,4-dimethoxy-phenyl)-furano[3,4-d][ 1,3]dithiole-2-one (8d)
Obtained from 8c (422 mg) as a light brown/green solid. Yield = 267 mg, 66%. Mpt:190-192(C, Mass Spec (EI) (m/z)+ = 430.0; Found C, 58.44; H, 4.27; S, 14.86. CHNS requires C, 58.59; H, 4.21; S, 14.90%; 1 H NMR (CDCl3, 300MHz, () 7.75 (2H, d, J 8.7), 6.61 (2H, dd, J 8.7 and 2.2), 6.49 (2H, d, J 2.3), 3.91 (6H, s) and 3.87 (6H, s). 13 C NMR (CDCl3, 75MHz, () 197.0, 160.9, 155.8, 141.1, 127.4, 115.1, 111.7, 105.4, 98.3, 55.4 and 54.8. Vmax (KBr)/cm-1 1659, 1613, 1468, 1291, 1215 and 822.
