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2-Ethoxycarbonyl-3-(2-furyl)-5-hydroxy-5-methylcyclohexanone
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Furylcyclohexanones can be prepared by the reaction of acetoacetic ester (AAE) with b-furyl-
a,b-unsaturated ketones [1,2]. To a mixture of a solution of sodium (0.5 g, 0.002 mol) in propanol (10 ml)
and AAE (30 g, 0.23 mol) was added gradually with stirring furfurylidenacetone (13.6 g, 0.1 mol) over 15
min. During this time the mixture became homogeneous. It was left to stand at room temperature
overnight before hexane (30 ml) and acetic acid (1 ml) were added. The white precipitate was filtered off,
washed with hexane and recrystallized from ethanol to give 10.0g (40.3 %) of desired product as white
crystals.

M.p. 114-115 °C (ethanol).

"H.NMR (60 MHz, CDCl3): 7.38 (d, J1=2.0 Hz, 1H, 5-H furan), 6.28 (dd, J1=2.0 Hz, J,=3.6 Hz, 1H, 4-H
furan), 6.08 (d, J»=3.6 Hz, 1H, 3-H furan), 4.07 (q, J=7.0 Hz, 2H, CH3CH0), 3.28-3.70 (m, 2H, 2-H, 3-H
cyclohexanone), 2.73 (broad s, 1H, OH), 1.92-2.50 (m, 4H, 4-H, 4-H, 6-H, 6-H cyclohexanone), 1.30 (s,
3H, CH3), 1.08 (t, J = 7.0 Hz, 3H, CH3CH20).

IR (cm'l, nujol): 3420, 3150, 1725, 1695.
UV [lmax (nm), log e (demol'lcm'l)] (ethanol): 217 (4.02).
Anal. calc. for C14H1805 (266.28): C 63.14, H 6.81; found: C 63.52, H 6.52.
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