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Preparation of (1H,1H,2H,2H-Perfluorooctyl)dimethylsilyl Bonded Silica
Gel: 1,2
Flash chromatography silica gel (12 g) was dried in a vacuum oven (180°C, 0.05 mm of
Hg) for 12 h and dispersed in a flask containing dry toluene (300 ml, dried over sodium),
dry pyridine (7.5 ml, 92.73 mmol) and 1H,1H,2H,2H,-perfluorooctyldimethylchloro-
silane (13.6 ml, 45.07 mmol). The mixture was heated for 120 h at 100-105 °C and gently
shaken with care occasionally. The product was then filtered on a scintered glass filter,
washed sequentially with toluene (200 mi), methanol (200 ml), methanol-water 1/1 (200
ml), water (200 ml), methanol (200 ml) and ether (300 ml) and dried in a vacuum oven
(120-140 °C, 0.05 mm of Hg) for 12 h to yield 17.0 g of (1H,1H,2H,2H-perfluoro-
octyl)dimethylsilyl bonded silica gel.
Elemental Analysis of a typical batch: carbon 9.73%; fluorine 14.90%; chlorine <0.5%;
hydrogen 0.71%

Representative Experimental Procedure for Thermal Allylation Reactions of
Aldehydes:

A mixture of l-naphtaldehyde (11.3 pl, 0.083 mmol) and tris (1H,1H,2H,2H-
perfluorooctyl)allyltin (300 mg, 0.25 mmol) was heated at 140°C in a sealed tube under Ar
or Ny for 72 h.
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Liquid-Liquid Extraction: The residue obtained was partitioned between acetonitrile (10
ml) and FC-72 (10 ml). The layers were separated and the acetonitrile phase was extracted
with FC-72 (2 x 10 ml). Evaporation of the organic phase yielded 1-(1-naphthyl)-3-buten-
1-ol (15 mg, 92% yield, 85% GC purity).

Solid Phase Extraction: The residue obtained was dissolved in ether (10 mL).
(1H,1H,2H,2H-Perfluorooctyl)dimethylsilyl bonded silica gel (500 mg) was added to the
mixture and the solvent was evaporated to dryness. The powder obtained was then loaded
on a column of (1H,1H,2H,2H-perfluorooctyl)dimethylsilyl bonded silica gel (10 g).
Elution with acetonitrile (30 ml) yielded 1-(1-naphthyl)-3-buten-1-ol (15.6 mg, 95% yield,
84% purity). Elution with hexane (30 ml) yielded the tin fraction.

References:

1. G. E. Berendsen; Galan, L. D. J. Liquid Chromatogr., 1978, 1, 561.

2. G. E. Berendsen; R., A., Pikaort, Galan, L. D., J. Liquid Chromatogr., 1980, 3 ,
1437.
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