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Experimental results for 22l, 26 and 27

cis/trans-3-Methyl-3-phenyl-5-(trimethylsilylmethyl)-1,2-dioxaspiro[5.4]decane (22l)

(1.0 : 1.5): Rf = 0.33 in 5 % EA/hexane; 1H NMR (500 MHz) ( 7.64 - 7.22 (m, 12.5H), 4.60 - 4.52 (m, 1.5H) , 4.44 - 4.36 (m, 1H), 2.93 (dd, 1H, J = 11.7, 6.9), 2.82 (dd, 1,5H, J = 11.7, 6.9), 2.45 (dd, 1.5H, J = 11.7, 8.0), 2.27 (dd, 1H, J = 11.7, 8.5), 1.68 (s, 3H), 1.62 (s, 4.5H), 1.18 (dd, 1H, J = 14.1, 5.6), 1.03 (dd, 1.5H, J = 14.1, 5.2), 0.94 (dd, 1H, J = 14.1, 9.3), 0.74 (dd, 1.5H, J = 14.1, 9.3), 0.05 (s, 9H), 0.04 (s, 13.5H,); 13C NMR ( 147.05, 144.79, 128.34, 128.31, 127.17, 126.77, 124.97, 124.72, 87.07, 86.78, 80.56, 79.82, 56.00, 55.82, 27.83, 27.60, 21.62, 20.44, -1.03, -1.03. DEPT135 NMR ( 128.34(+), 128.31(+), 127.17(+), 126.77(+), 124.97(+), 124.72(+), 80.56(+), 79.82(+), 56.00(-), 55.82(-), 27.83(+), 27.60(+), 21.62(-), 20.44(-), -1.03(+), -1.03(+).

3-Methyl-3-(4-acetoxy-6-heptenyl)-5-(trimethylsily-methyl)-1,2-dioxolane (26)

(mixture): Rf = 0.54 in 20% EA/hex. 1H NMR (500 MHz) ( 5.79-5.69 (m, 2H), 5.11-5.04 (m, 4H), 4.93 (pent, 1H, J = 6.3), 4.91 (pent, 1H, J = 6.3), 4.35-4.27 (m, 2H), 2.45 (dd, 1H, J = 11.7, 7.2), 2.44 (dd, 1H, J=11.7, 7.3), 2.36-2.25 (m, 4H), 2.034 (s, 3H), 2.03 (s, 3H), 1.821 (dd, 1H, J= 11.7, 8.1), 1.819 (dd, 1H, J= 11.7, 8.1 Hz), 1.65-1.30 (m, 12H), 1.33 (s, 3H), 1.32 (s, 3H), 1.10 (dd, 1H, J= 13.9, 5.4), 1.09 (dd, 1H, J=13.9, 5.4), 0.84 (dd, 2H, J= 14.1, 9.3), 0.05 (s, 18H); 13C NMR ( 170.8 (for 2C), 133.7 (for 2C), 117.8 (for 2C), 85.9 (for 2C), 80.1, 80.0, 73.0, 72.9, 53.2, 53.0, 38.7, 38.6 (for 2C), 38.6, 33.9 (for 2C), 25.9, 25.6, 21.2 (for 2C), 21.09 (for 2C), 20.44, 20.38, -1.00 (for 2C). Anal. Calcd. for C17H32O4Si: C, 62.15; H, 9.82. Found: C, 62.11; H, 9.77.

cis/trans-3-Methyl-3-(4-oxo-6-heptenyl)-5-(trimethylsily-methyl)-1,2-dioxolane (27)

Rf = 0.76 in 20 % EA/hexane. 1H NMR (500 MHz) ( 5.97-5.85 (m, 2H, C), 5.20-5.10 (m, 4H),  4.40-4.25 (m, 2H), 3.20-3.10 (m, 4H), 2.55-2.40 (m, 4.7H), 2.35 (dd, 1,3H, J = 11.68, 6.45), 1.93 (dd, 1,3H, J = 11.68, 8.46), 1.82 (dd, 0.7H, J = 11.69, 8.06), 1.70-1.50 (m, 8H), 1,33 (s, 2.1H), 1.28 (s, 3,9H), 1.12-1.02 (m, 2H), 0.87-0.77 (m, 2H),  0.04 (s, 18H,); 13C NMR ( 208.48, 130.66, 130.58, 118.84, 118.79,  80.07, 79.85, 85.73, 53.55, 53.04, 47.81, 47.78, 42.33, 42.27, 39.81, 38.08, 25.66, 23.31, 21.26, 20.84, 18.75, 18.70,  -1.04. 13C DEPT135 (75 MHz) ( 130.61(+), 130.55(+), 118.78(-), 118.77(-), 80.04(+), 79.84(+), 53.49(-), 52.98(-), 47.80(-), 42.75(-), 42.30(-), 42.24(-), 39.78(-), 38.03(-), 25.66(+), 23.28(+), 20.77(-), 18.72(-), -1.05(+). Anal. Calcd. for C15H28O3Si: C, 63.33; H, 9.92. Found: C, 63.22; H, 9.76.
