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2-Bromo-4-methoxy-5-(1-methylethoxy)benzeneacetonitrile [1] (5.86 g, 20.6 mmol) was refluxed in 25% NaOH (50 mL)/EtOH (50 mL) for 12 h. The mixture was concentrated to a volume of 50 mL, the residue was washed with Et2O (2 x 10 mL), and the pH was adjusted to 1 using conc. HCl. The aqueous layer was extracted with Et2O (3 x 50 mL), and the combined organic layer was washed with water (5 x 100 mL) and brine (100 mL), dried over Na2SO4, filtered and concentrated in vacuo. The residue was triturated with iPr2O (2 x 50 mL). Yield: colorless crystals (5.59 g, 90%), mp. 128 - 132 °C.



TLC: petroleum ether : EtOAc = 80 : 30, Rf = 0.1.



Anal. Calcd for C12H15BrO4: C, 47.54; H, 4.99. Found: C, 47.76; H, 4.93.



1H NMR (CDCl3): d 10.10 (b, 1H), 7.02 (s, 1H), 6.81 (s, 1H), 4.47 (septet, J = 6.4 Hz, 1H), 3.82 (s, 3H), 3.71 (s, 2H), 1.32 (d, J = 6.4 Hz, 6H).



13C NMR (CDCl3): d 176.9 (s), 150.3 (s), 146.5 (s), 125.1 (s), 118.4 (d), 116.0 (d), 115.3 (s), 71.8 (d), 56.1 (q), 40.7 (t), 21.9 (q).
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