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In order to increase the accuracy of high-angle diffraction data for
multipole refinement with XD, crystals with diameters of up to 0.5
mm were measured. Bigger crystals give intensity data with higher
signal-to-noise ratios, especially for high-angle reflections, but large
crystals also make accurate absorption and extinction corrections a
necessity, especially for crystals of 3d-coordination compounds.
Extinction corrections require values of TBAR, the absorption-
weighted mean sum of incident and diffracted beam path lengths
through the crystal, and anisotropic extinction corrections require also
the direction cosines of the incident and diffracted beams [1].

Several absorption correction methods were compared based on
crystallographic R-values, maximum and minimum values of residual
densities, and the d-orbital populations from the experimental electron
density studies of several 3d-coordination compounds [2-3]. Valuable
additional information was obtained from quantum chemical
calculations and subsequent topological analysis of both experimental
and theoretical electron densities [4].
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