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Ethyl 3-Hydroxy-3-methyl-5-phenylpentanoate
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The general part of the experimental section [1] has been presented elsewhere. A solution of 4-phenyl-

2-butanone (20 g, 135 mmol) and ethyl bromoacetate (22.54 g, 135 mmol) in dry benzene (100 ml) and

dry toluene (80 ml) was prepared. 50 ml of this solution was added to zinc powder (9 g, 138 mmol) and a

crystal of iodine. The solution was heated to 80° until a reaction set in. The remainder of the solution was

added as rapidly as the vigour of the reaction would allow. The mixture was refluxed for 5 hours, cooled

and quenched with sulfuric acid (1.5 M, 100 ml). The organic layer was separated, washed with water

(100 ml) and brine (50 ml), dried (Na2SO4), filtered and evaporated under reduced pressure. The residue

was distilled to yield ethyl 3-hydroxy-3-methyl-5-phenylpentanoate (13.90 g, 44%) as a colourless oil.

B.p. 150°/1.5 mmHg

UV (ethanol) 269sh (387), 253 (670), 248 (670) nm.

IR (CDCl3) 3500(bs), 2980, 2937, 1728(s, C=O), 1371, 1334, 1216(s), 1190(s), 1031, 923, 749 cm
-1

.

1
H-NMR (90 MHz, CDCl3) 1.22 (3H, t, J 7.4 Hz, CH3), 1.25 (3H, s, CH3), 1.77 (2H, m, CH2), 2.45 (2H,

s, CH2CO2Et), 2.66 (2H, m, CH2), 3.50 (1H, bs, OH), 4.07 (2H, q, J 7.4 Hz, CH2), 7.10 (5H, m, ArH).

EI-MS 236(M+, <1%), 218(16), 148(30), 144(28), 131(44), 129(21), 105(49), 91(100), 85(23).
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