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A colorless prism was cut down to 2.93 × 0.72 × 0.48 mm in size was mounted on a glass capillary with oil.  Data was collected at -143oC with three sets of exposures as follows:
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Crystal-to-detector distance was 33.4 mm and exposure time was 20 seconds per degree for all sets.  The scan width was 1.0o.   Data collection was 98.4% complete to 25o in (.  A total of 54,117 partial and complete reflections were collected covering the indices, h = -14 to 14, k = -24 to 25, l = -36 to 36.  13,664 reflections were symmetry independent and the Rint = 0.0603 indicated that the data was of better than average quality (0.07). 

Indexing and unit cell refinement indicated a monoclinic P lattice.  The space group was found to be P 21/c (No.14). 

The data was integrated and scaled using hkl-2000. This program applies a multiplicative correction factor (S) to the observed intensities (I) and has the following form:
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S is calculated from the scale and the B factor, which is determined for each frame and is then applied to I to give the corrected intensity (Icorr).

Solution by direct methods (SHELXS-97) produced a complete heavy atom phasing model consistent with the proposed structure. 

All hydrogen atoms, with the exception of hydroxyl protons, were placed using a riding model. All non-hydrogen atoms were refined anisotropically by full-matrix least-squares (SHELXL-97).  H1 and H2 were located from the difference map and their positions were refined isotropically.
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