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9-Acetylphenathrene (2i): solvent/react. time: MeOH / 30h

9-phenanthryl iodomethyl ketone, (3i), crystals (52%, TLC(SiO2, CH2Cl2) followed by crystallization from n-pentane/acetone), mp 139.5-141.1°C; 1H NMR 4.6 (s, 2H), 8.2 (s, 1H), 7.7-8.0 (m, 5H), 8.5-8.9 (m, 3H); IR: 1659 cm-1; MS m/z 346 (M+, 46), 205 (100), 191 (33), 177 (41), 151 (12), 109 (7). Anal. Calcd for C16H11IO: C 55.52, H 3.20. Found: C 55.82, H 2.90.

3-acetylphenanthrene(2j): solvent/react.time: MeOH / 25h:

3-phenanthryl iodomethyl ketone, (3j), crystals (56%, TLC(SiO2, CH2Cl2) followed by crystallization from dicloromethane/acetone), mp 116.8-119.4°C; 1H NMR 4.6 (s, 2H), 7.7-8.3 (m, 7H), 8.9 (m, 1H), 9.5 (br s, 1H); IR: 1662 cm-1; MS m/z 346 (M+, 38), 220 (14), 205 (100), 191 (30), 177 (39), 151 (14), 69 (6). Anal. Calcd for C16H11IO: C 55.52, H 3.20. Found: C 55.68, H 3.00.

1-acetylpyren(2k): solvent/react.time: MeOH / 40h: 

1-pyrenyl iodomethyl ketone, (3k), crystals (51%, TLC (CH2Cl2) followed by crystallization from dichloromethane/pentane), mp 154-156.5°C; 1H NMR 4.7 (s, 2H), 8.2-8.5 (m, 8H), 9.1 (d, J=9Hz, 1H); IR: 1650 cm-1; MS m/z 370 (M+, 73), 229 (100), 215 (91), 201 (66), 174 (8), 127 (7), 94 (21); HRMS Calcd for C18H11IO: 369.9855, Found: 369.9866. Anal. Calcd for C18H11IO: C 58.40, H 3.00. Found: C 57.60, H 2.65.

4'-hydroxyacetophenone: solvent/react.time: MeOH / 19h: 

1-(4-hydroxyphenyl)-2-iodoethanone, (5), crystals (64% from n-pentane/acetone); mp 126-128.8°C; 1NMR  4.4 (s, 2H), 7.0 (d, J=8.5Hz, 2H), 8.0 (d, J=8.5Hz, 2H); IR: 1644, 1600 cm-1; MS m/z 262 (M+, 18), 136 (8), 121 (100), 107 (25), 77 (8), 69 (27), 57 (25). Anal. Calcd for C8H7IO2 : C 36.67, H 2.69. Found: C 36.22, H 2.43.

2'-methoxyacetophenone: solvent/react.time: MeOH / 20h: 

1-(2-methoxyphenyl)-2-iodoethanone, (7), oily product (54% TLC, CH2Cl2); 1NMR  4.0 (s, 3H), 4.4 (s, 2H), 7.1 (dd, J=8Hz, 8Hz, 2H), 7.5 (dd, J=8Hz, 3Hz, 1H), 7.9 (dd, J=8Hz, 2Hz, 1H); IR: 1644, 1582 cm-1; MS m/z 276 (M+, 9), 135 (100), 91 (37), 77 (42). Anal. Calcd for: C9H9IO2 : C 39.15, H 3.29. Found: C 38.89, H 3.29.

2',4'-dimethoxyacetophenone: solvent/react.time: MeOH / 6h: 
1-(2,4-dimethoxyphenyl)-2-iodoethanone, (9), crystals (72% from n-pentane/acetone); mp 56-57.4°C; 1NMR  3.8 (s, 3H), 3.9 (s, 3H), 4.3 (s, 2H), 6.5 (s, 1H), 6.6 (dd, J=9Hz, 2Hz, 1H), 7.9 (d, J=9Hz, 1H); IR: 1648 cm-1; MS m/z 306 (M+, 11), 165 (100), 121 (23), 77 (20). Anal. Calcd for: C10H11IO3 : C 39.24, H 3.62. Found: C 39.46, H 3.50.

2',6'-dimethoxyacetophenone: solvent/react.time: MeCN/45h:

1,3-dimethoxy-2-ethanoyl-4-iodobenzene, (10), crystals (55% TLC, CH2Cl2); mp 63-69°C; 1NMR  2.6 (s, 3H), 3.8 (br s, 6H), 6.6 (d, J=9Hz, 1H), 7.8 (d, J=9Hz, 1H); IR: 1665, 1606 cm-1; MS m/z 306 (M+, 46), 291 (100), 276 (48), 233 (13), 164 (9), 149 (16), 91 (6), 77 (8). Anal. Calcd for: C10H11IO3 : C 39.24, H 3.62. Found: C 39.32, H 3.37.

solvent/react.time: MeOH/29h:

1-(2,6-dimethoxyphenyl)-2-iodoethanone, (11), crystals (67% from n-pentane/acetone); mp 58.3-59.5°C; 1NMR  3.8 (s, 3H), 4.2 (s, 2H), 6.6 (d, J=9Hz, 2H), 7.3 (m, 1H); IR: 1711, 1589 cm-1; MS m/z 306 (M+, 9), 165 (100), 150 (9), 91 (23), 77 (16). Anal. Calcd for: C10H11IO3 : C 39.24, H 3.62. Found: C 39.09, H 3.42.

4-methoxy-2,3-dihydro-1H-inden-1-one: solvent/react.time: MeCN/24h: 

7-iodo-4-methoxy-2,3-dihydro-1H-inden-1-one, (12), crystals (61%, TLC purification followed by crystallization from n-pentane/acetone); mp 147.9-149.7°C; 1H NMR 2.7 (m, 1H), 2.9 (m, 1H), 3.9 (s, 3H), 6.8 (d, J=8Hz, 1H), 7.8 (s, J=8Hz, 1H); IR: 1703 cm-1; MS m/z 288 (M+, 100), 273 (9), 245 (10), 230 (8), 161 (5), 146 (5), 118 (48), 89 (21), 63 (14). Anal. Calcd for: C10H9IO2: C 41.69, H 3.15. Found: C 41.94, H 3.03.

solvent/react.time: MeOH/29h:

 (±)-2-iodo-4-methoxy-2,3-dihydro-1H-inden-1-one, (13), crystals (81% from n-pentane/acetone); mp 99.5-101°C (decmp); 1H NMR 3.5 (d, J=3Hz, 2H), 3.7 (s, J=7Hz, 1H), 3.9 (s, 3H), 4.9 (dd, J=7Hz, 3Hz, 1H), 7.1-7.6 (m, 3H); IR: 1708, 1598 cm-1; MS m/z 288 (M+, 100), 161 (83), 131 (49), 118 (43), 103 (54), 77 (36). Anal. Calcd for: C10H9IO2: C 41.69, H 3.15. Found: C 41.70, H 2.89.

6-methoxy-3,4-tetrahydronaphthalen-1(2H)-one: solvent/react.time: MeCN/24h; isolated a mixture of products 14 and 15 in ratio 2.8:1, separated by TLC (SiO2, CH2Cl2/acetone, 20/1):

5-iodo-6-methoxy-3,4-tetrahydronaphthalen-1(2H)-one, (13), crystals (41%, TLC followed by crystallization  from n-pentane/acetone); mp 122-131°C (subl.); 1NMR  2.0-2.4 (m, 2H), 2.6 (t, J=6Hz, 2H), 3.0 (t, J=6Hz, 2H), 4.0 (s, 3H), 6.9 (d, J=9Hz, 1H), 8.0 (d, J=9Hz, 1H); IR: 1678, 1580 cm-1; MS m/z 302 (M+, 100), 287 (15), 274 (61), 244 (12), 132 (8), 103 (10), 63 (13). Anal. Calcd for: C11H11IO2: C 43.73, H 3.67. Found: C 43.78, H 3.42; and 

7-iodo-6-methoxy-3,4-tetrahydronaphthalen-1(2H)-one, (14), crystals (16%, TLC followed by crystallization  from n-pentane/dichloromethane); mp 156.6-158.2°C; 1NMR  2.0-2.4 (m, 2H), 2.6 (t, J=6Hz, 2H), 2.9 (t, J=6Hz, 2H), 4.0 (s, 3H), 6.7 (s, 1H), 8.6 (s, 1H); IR: 1653, 1574cm-1; MS m/z 302 (M+, 100), 287 (14), 274 (74), 246 (38), 231 (6), 137 (11), 115 (16), 89 (21), 63 (17). Anal. Calcd for: C11H11IO2: C 43.73, H 3.67. Found: C 43.36, H 3.42.

solvent/react.time: MeOH/6h:

(±)-2-iodo-6-methoxy-3,4-tetrahydronaphthalen-1(2H)-one, (16), crystals (72% from n-pentane/acetone), mp 103-104.5°C; 1NMR  2.2 (t, J=4Hz, 2H), 3.0 (dt, J=9Hz, 4Hz, 2H), 3.9 (s, 3H), 5.0     (t, J=4Hz, 1H), 6.8 (br s, 1H), 7.0 (d, J=3Hz, 1H), 8.1 (d, J=9Hz, 1H); IR: 1650, 1587 cm-1; MS m/z 302 (M+, 100), 175 (59), 147 (82), 91 (27), 77 (24). Anal. Calcd for C11H11IO2: C 43.73, H 3.67. Found: C 44.00, H 3.29.

