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Supplementary Information for "Functionalized heteropolyanions . . ."


[Bu4N][Os15NCl4] was prepared from K[OsO315N] using the method described for the unlabelled analogue by Gray et al.1 K[OsO315N] was prepared from OsO4 and [15NH4]Cl as described for the unlabelled analogue by Clifford and Kobayashi.2 Anhydrous CH3CN was purchased from Aldrich and used as received. 

Cyclic voltammetry studies on 2 (CH3CN; 10–3 mol L–1) were conducted with a PAR 273 potentiostat with a carbon working electrode, Pt counter electrode, and a saturated calomel electrode as the reference. [Bu4N][BF4] (10–1 mol L–1) was used as the supporting electrolyte.

15N, 31P, and 183W NMR spectra were recorded on Bruker AM500 and AC300 spectrometers. 183W chemical shifts are reported with respect to 2M aqueous alkaline Na2WO4, 15N chemical shifts are reported with respect to neat liquid CH3NO2, and 31P chemical shifts are reported with respect to 85 % H3PO4.
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