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1) KOH/MHo Okeflux

The general part of the experimental section [1] has been presented elsewhere. Ethyl (E)-2-methyl-
5-phenyl-2-pentenoate (2.345 g, 10.7 mmol) was refluxed with potassium hydroxide (1.55 g, 27.6 mmol)
in a mixture of water (80 ml) and methanol (10 ml) for 3 hours, cooled and washed with ether (50 ml).
The aqueous phase was acidified with concentrated hydrochloric acid to below pH 1. The mixture was
extracted with ether (3x50 ml). The combined ether extracts were washed with brine (20 ml), dried
(Na2S04), filtered and evaporated under reduced pressure. (E)-2-Methyl-5-phenyl-2-pentenoic acid (1.71
g, 84%) was obtained as a viscous pale yellow oil that crystallized on standing at room temperature
overnight.

M.p. 36-7°
Anal. calc. for C12H1402 (190.24): C 75.8, H 7.4; found: C 75.5, H 7.6.

IR (CDCl3) 3500-2800(bs, OH), 3027, 2930(s), 2670(s), 1685 (s, C=0), 1642, 1422, 1286(s), 933, 739,
698 cm’!.

"H-NMR (90 MHz, CDC13) 1.75 (3H, bs, CH3), 2.23-2.90 (4H, m, 2xCHb), 6.87 (1H, tq, J 7.5, 1.5 Hz,
=CH), 6.70-7.37 (5H, m, ArH), 11.50 (1H, bs, COOH).

I3C.NMR (15 MHz, CDCl3) 11.69 (CH3), 30.52, 34.41 (CHy), 126.0 (ArCH), 127.8 (quat, C2), 128.2
128.3 (ArCH), 140.9 (quat, C1'), 143.5 (=CH); 173.5 (quat, C1).

ELI-MS 190(M™, 10%), 91(100), 44(89).
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