
with three portions of n-pentane and dried. [(CO)4Co]8Si8O12

(1) was isolated as colorless trigonal prisms in a yield of 87%
(919 mg). IR (CsI): 2116, 2110, 2053, 2022, 2001, 1084, 562,
547, 512, 490, 463, 403 cm-1. Raman (powder, 70 mW): 2116,
2039, 2022, 2002, 442, 421, 255, 176, 110 cm-1. 29Si CP-MAS
NMR: δ -55 ppm. Anal. Calcd for C32Co8O44Si8: C, 21.53;
Co, 26.42. Found: C, 21.38; Co, 26.46.
Catalysis. All hydroformylation reactions were carried out

in a 200 mL stainless steel autoclave (Roth). The reaction
products were analyzed by 1H and 13C NMR spectroscopy and
analytical GC. The NMR spectra were recorded on a Bruker
Avance DRX 500 spectrometer (1H, 500.1 MHz; 13C{1H}, 125.8
MHz). Analytical GC was performed on a Carlo Erba Frac-
tovap 4200 (Macherey and Nagel OV 17 column, 80/100 mesh,
3 m; carrier gas nitrogen, FID detector) using diethyl ether
and toluene as internal standards. The hydroformylation
reactions were run with solutions of 16 mL of toluene and 4
mL (32.0 mmol) of 1-hexene. A 65.0 mg (36.4 µmol) portion of
octakis(tetracarbonylcobaltio)octasilsesquioxane and 82.0 mg
(313 µmol) of triphenylphosphine were added under a stream
of argon. The reaction solutions were pressurized at room
temperature to 70 bar with a mixture of hydrogen and carbon
monoxide (partial pressures: 1:1) and then heated to 120 °C
for 18 h.
Crystal Structure Determination. Data for 1:

[(CO)4Co]8Si8O12, Mr ) 1784.48, cubic, space group P23/1, a )

b ) c ) 18.321(2) Å, R ) â ) γ ) 90°, V ) 6149.3(12) Å3, Z )
4, Fcalc ) 1.928 Mg m-3, F(000) ) 3488, λ ) 0.710 73 Å, T )
190(2) K, µ(Mo KR) ) 2.365 mm-1, 2.49° < 2θ < 25.87°, 16 652
total reflections, 3947 independent reflections (R(int) ) 0.0632),
R1 (for I > 2σ(I)) ) 0.0413, wR2 ) 0.0922. The data were
collected on a STOE IPDS diffractometer. The structure was
solved by direct methods (SHELXS-97) and refined using the
least-squares method on F2.
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