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Acetic anhydride (0.09 mL, 0.98 mmol) and N,N-dimethylaminopyridine (2 mg, 0.02 mmol) were added to a stirred solution of the alcohol 1 (75 mg, 0.23 mmol) in freshly distilled triethylamine (1 mL) [1]. The reaction was mantained between 35-40 °C for 72 h and, then, water was added (10 mL) and the mixture extracted with Et2O (3×25 mL). The combined organic layers were washed with 2N HCl (25 mL) and brine (3×25 mL). The organic phase was dried over anhydrous Na2SO4 and the solvent evaporated under reduced pressure to yield a residue (77 mg) which was purified by flash chromatography on silica gel, using a 3:2 hexane/EtOAc mixture as eluent, to give the pure title compound 2 (55 mg, 0.15 mmol, 65%).



Mp: 131.0-132.8 °C (white crystals, from hexane).



[a]D = -53.1° (c 0.83 cg·mL−1, CHCl3).



IR (neat, n, cm−1): 3400-2300, 1700 (COOH), 1732, 1288, 1188 (OAc).



1H NMR (300 MHz, CDCl3, d, ppm): 0.78 (3H, s, Meb-4), 0.83 (3H, s, Me-10), 0.86 (3H, s, Mea-4), 0.98 (3H, d, J=6.6 Hz, Me-13), 1.45 (3H, s, Me-8), 1.92 (3H, s, OAc), 0.94-1.98 (16H, m, H-1,2,3,5,6,7a,9,11,12,13), 2.16 (1H, dd, J=15.0 Hz, 7.6 Hz, H-14), 2.33 (1H, dd, J=15.0 Hz, 6.6 Hz, H'-14), 2.63 (1H, dt, J=12.7 Hz, 3.5 Hz, Hb-7).



13C NMR (75 MHz, CDCl3, d, ppm): 39.50 (C-1), 18.28 (C-2), 41.87 (C-3), 33.06 (C-4), 55.58 (C-5), 19.96 (C-6), 38.72 (C-7), 88.01 (C-8), 59.01 (C-9), 39.33 (C-10), 23.11 (C-11), 39.79 (C-12), 30.87 (C-13), 41.55 (C-14), 179.41 (C-15), 19.76 (C-16), 20.34 (C-17), 33.29 (C-18), 21.38 (C-19), 15.67 (C-20), 170.34 (OAc), 22.81 (OAc).
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