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CaHPQ was obtained by slow evaporation at room temperature. Seven samples, obtained at dif-
ferent annealing temperatures, were characterized by X-ray diffractiofBnt#AS-NMR spec-
troscopy. All NMR spectra were analyzed using a DMFIT program. At room temperature, the ob-
served®IP NMR chemical shifts for the title compound werd..59, —0.36 and 1.26 ppm with the
relative intensities 39%, 10% and 51%, revealing the presence of three non-equivalent phosphorus
sites in the structure. The investigation of the NMR tensor shift of all spectra shows that the abound-

ing HPOZ-( anion was progressively transformed im;gﬂ?* when the temperature increased.
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