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To a suspension of NaH (685 mg, 15.7 mmol, 55% in oil, purified by trituration with dry petroleum ether (3 x 30 mL)) in dry THF (30 mL) [[4-(1-methylethoxy)phenyl]methyl]propanedioic acid dimethyl ester [1] (4.00 g, 14.3 mmol) in dry THF (10 mL) was added at 0 °C and stirred for 1 h at ambient temperature. 2-Bromo-4-methoxy-5-(1-methylethoxy)benzeneacetyl chloride [2] (4.59 g, 14.3 mmol) in dry THF (10 mL) was added and stirred for 24 h at ambient temperature. Satd. NH4Cl (30 mL) was added, and the mixture was concentrated in vacuo to a volume of 25 mL. The residue was partitioned between water (200 mL) and Et2O (200 mL). The aqueous layer was extracted with Et2O (3 x 50 mL), and the combined organic layer was washed with water (4 x 150 mL) and brine (1x 200 mL), dried over Na2SO4, filtered and evaporated in vacuo. The residue was purified by flash chromatography (450 g SiO2, petroleum ether : EtOAc = 95 : 5). Yield: colorless, viscous oil (5.56 g, 69%).



TLC: petroleum ether : EtOAc = 80 : 20, Rf = 0.35.



Anal. Calcd for C27H33BrO8: C, 57.35; H, 5.88. Found: C, 57.08; H, 5.83.



1H NMR (CDCl3): δ 7.09 (d, J = 7.9 Hz, 2H), 7.00 (s, 1H), 6.74 (d, J = 7.9 Hz, 2H), 6.62 (s, 1H), 4.62 - 4.32 (m, 2H), 4.08 (s, 2H), 3.81 (s, 3H), 3.70 (s, 6H), 3.49 (s, 2H), 1.32 (d, J = 6.5 Hz, 6H), 1.28 (d, J = 6.5 Hz, 6H).



13C NMR (CDCl3): δ 198.3 (s), 167.4 (s), 156.9 (s), 150.1 (s), 146.4 (s), 131.3 (d), 127.0 (s), 125.7 (s), 118.5 (s), 115.9 (d), 115.5 (d), 115.4 (d), 72.3 (d), 71.6 (d), 69.6 (s), 56.0 (q), 52.8 (q), 47.3 (t), 37.6 (t), 21.9 (q), 21.8 (q).
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