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each set had a different ¢ angle (0°, 88°, and 180°) for the
crystal, and each exposure of 30 s covered 0.3° in w. The
crystal-to-detector distance was 4 cm, and the detector swing
angle was —35°. Coverage of the unique set is over 99%
complete. Crystal decay was monitored by repeating 30 initial
frames at the end of data collection and analyzing the duplicate
reflections and was found to be negligible. The unit cell
parameters were determined using SMART (Siemens, 1996a).13
The three sets of data collected were reduced using the
program SAINT (Siemens, 1996b).1* The structure was solved
with Direct methods using the program SHELXTL (Sheldrick,
1997).%5 All the non-hydrogen atoms were located from the trial
structure and then refined anisotropically with SHELXTL
using full-matrix least-squares procedure. The hydrogen atom
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positions were fixed geometrically at calculated distances and
allowed to ride on the parent carbon atoms. The final difference
Fourier map was found to be featureless.
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