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APPENDIX A 

 

X-ray Crystallographic Data for: 

4,4-Difluoro-3-(trifluoromethyl)-tricyclo[4.2.1.02,5]non-7-ene-3-carboxylic 

acid (2.10) 
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X-ray Experimental for Compound 2.10: 

 

The crystal was cut from a larger crystal and had approximate dimensions: 0.48 x 0.24 x 0.19 

mm.  The data were collected on a Nonius Kappa CCD diffractometer using a graphite 

monochromator with MoKα radiation (λ = 0.71073 Å).  A total of 347 frames of data were 

collected using ω-scans with a scan range of 1° and a counting time of 39 seconds per frame.  The 

data were collected at -120 °C using an Oxford Cryostream low temperature device.  Details of 

crystal data, data collection, and structure refinement are listed in Table 1.  Data reduction were 

performed using DENZO-SMN.1  The structure was solved by direct methods using SIR922 and 

refined by full-matrix least-squares on F2 with anisotropic displacement parameters for the non-H 

atoms using SHELXL-97.3  The hydrogen atom positions were located in a ∆F and refined with 

isotropic displacement parameters.  The function, Σw(F02 - Fc2)2, was minimized, where w = 

1/[(σ(F0))2 + (0.0455*P)2 + (0.4828*P)] and P = (F02 + 2Fc2)/3.  Rw(F2) refined to 0.102, 

with R(F) equal to 0.0455 and a goodness of fit, S = 0.998.  Definitions used for calculating R(F), 

Rw(F2), and the goodness of fit, S, are given below.4  The data were corrected for secondary 

extinction effects.  The correction takes the form: Fcorr = kFc/[1+ (6(4)x10-6)*Fc
2λ3/(sin2θ)]0.25 

where k is the overall scale factor.  Neutral atom scattering factors and values used to calculate 

the linear absorption coefficient are from the International Tables for X-ray Crystallography 

(1992).5  All figures were generated using SHELXTL/PC.6  Tables of positional and thermal 

parameters, bond lengths and angles, figures and lists of observed and calculated structure factors 

are located in Tables 1 through 6. 
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