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aldehyde in the crude product mixture was removed by
washing with cold (—10°C) hexane before crystalliza-
tion. The dioxolane 4 was separated from 1 by flash
column chromatography (SiO,; diethylether/hexane,
1:6). A '"H-NMR spectrum of the crude products ob-
tained from o-tolualdehyde revealed a //u product ratio
of 8:1. When treated in the same manner with the
Tireagent anisaldehyde gave a mixture of com-
pounds which was treated with a saturated aqueous
Na,S,04solution (12 h) to remove unreacted aldehyde,
and then subjected to a flash column chromatographic
separation (SiO,; diethylether/hexane, 1:5) to afford
compounds 7 and 8.

Yields and selected physical data for the products
obtained are given in Table 1. Satisfactory elemental
analyses for 3 and 5 were obtained. Analytical data for
all the other products have been reported before.
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Table 1. Yields and selected characterization data for the compounds 1-8.

[-1,2-Bis(phenyl)-1,2-ethanediol (1): ca. 90% (crude, by 'H-NMR), 80% (isolated); m.p. 119°C (Lit.!') 119-
120°C); "H-NMR (CDCly): 6 =3.03 (s, broad, 2 H, 2 x OH), 4.66 (s, 2 H, 2 x PhCH), 7.0-7.3 (m, 10 H,
2 x CgHs).
I-l,2-]63isz4-methylphenyl)—1,2—ethanediol (2): ca. 90% (crude, by 'H-NMR), 82% (isolated); m.p. 160°C (Lit.!'}
163°C); '"H-NMR (CDCl;): 6 =2.30 (s, 6 H, 2 x CH,), 4.64 (s, 2 H, 2 X ArCH), 7.0-7.2 (m, 8 H, 2 x C¢H,).
1-1,2-Bis(4-chlorophenyl)- 1,2-ethanediol (3): > 98% (crude, by 'H-NMR), 92% (isolated); m.p. 157°C (m.p.
meso-form 109-110°C""l); TH-NMR (CDCl): 6 = 2.93 (s, broad, 2 H, 2 x OH), 4.60 (s, 2 H, 2 x ArCH), 6.8-7.3
(m, 8 H, 2 x CgHy); MS (70 eV): m/z 282 (M), 265(M — OH), 248 (100%, M — Cl), 141 (M /2).
1-2,4,5-Triphenyl-1,3-dioxolane (4): < 5% (crude, by '"H-NMRY), 3% (isolated); m.p. 84°C (Lit.['") 84-85°C);
'H-NMR (CDCl3) 6 = 4.93 (s, 2 H, H* %), 6.38 (s, 1 H, H?), 7.2-7.7 (m, 15 H, 3 x C¢Hy).
1-1,2-Bis(2-methylphenyl)-1,2-ethanediol (5): ca. 62% (crude, by '"H-NMR), 50% (isolated); m.p. 115°C (m.p.
meso-form 104-105°CU'7); 'TH-NMR (CDCly): 6 = 1.63 (s, 6 H, 2 x CHj), 3.19 (s, broad, 2 H, 2 x OH), 4.9] (s,
2 H, 2 x ArCH), 6.7-7.5 (m, 8 H, 2 x C¢H,); MS (70 V). m/z 242 (M), 225 (M — OH), 208 (M — 2 x OH), 121
100%, M 2).
54-1,2-Bis(2-methylphenyl)-l,2-ethanediol (6): ca. 7% (crude, by 'H-NMR); 'H-NMR (CDCly)!'7): 6 =2.13 (s,
6 H, 2 x CHy), ca. 3.2 (s, broad, 2 H, 2 x OH), 5.14 (s, 2 H, 2 X ArCH), 6.7-7.5 (m, 8 H, 2 x C¢H,).
4,4'-Dimethoxybenzoin (7): 34% (isolated); m.p. 132°C (Lit.!"¥ 133°C); 'H-NMR (CDCl;): 6 =3.87 (s, 6 H,
2 x CH3); 7.34 (m, AA’XX'-system, J5x = 9.5 Hz); IR (CHCl;): v(CO) = 1640 cm ™.
Bis(4-methoxyphenyl)acetaldehyde (8): 14% (isolated); m.p. 100°C (Lit.['”) 100-102°C); 'H-NMR (CDCl5):
6 =3.80 (s, 6 H, 2 x CH3), 4.77 (s, 1 H, ArCH), 6.8-7.3 (m, 8 H, 2 x C¢H,), 9.83 (s, 1 H, CHO); IR (CHCl,):
v(CO) = 1720 cm™'
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