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A red, prism 0.25 x 0.18 x 0.09 mm was mounted on a glass capillary in oil.  Data was collected at -112oC with two sets of exposures as follows:

Scan Set      Scan Type     Scan Ran ge (deg.)          deg.)deg.)(deg.)

     1
                             12.5 to 143.5               4.303              180
          0

     2

             100.4  to 201.0
      -1.234          -44.573                -66.574

    Crystal-to-detector distance was 27 mm and exposure time was 20 seconds for all sets and  the scan angle was 1o.  Data collection was 93.5% complete to 20.80o in .  A total of 46010 partial and complete reflections were collected covering the indices, h = -15 to 15, k = -11 to 11, l = -22 to 22.  4412 reflections were symmetry independent and the Rint = 0.0765 indicated that the quality of data was fair.  Indexing and unit cell refinement, based on 812 reflections, indicated an monoclinic P lattice.  The spacegroup was found to be P 21/c (No. 14) based on systematic abscences.  Solution by direct methods (SIR92)  produced a complete heavy atom phasing model inconsistent with the proposed structure submitted. Instead an Fe-S dimer was the solution along with two methanol solvent molecules.  All hydrogen atoms were placed with idealized geometry and were refined with a riding model.  Uiso values were fixed such that they were 1.1 Ueq of their parent atom 1.5Ueq for methyls.  For methanol -OH hydrogens, the H-O-C-H torsion angle was refined adding two extra parameters one for each methanol.  All other non-hydrogen atoms were refined anisotropically by full-matrix least-squares.  An empirical correction for absorption anisotropy was not applied.  Instead, the data were corrected by scaling and averaging using the program SCALEPACK.  This program applies a multiplicative correction factor (S) to the observed intensities (I) and has the following form:

S = e(2B(sin2/ scale

S is calculated from the scale and B factor determined for each frame and is then applied to I to give the corrected intensity (Icorr).  This method does not, however, calculate minimum and maximum transmission coefficients.     

