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X-ray Crystallography
A Bausch and Lomb 10x ’mlcroscope W?S U$¢d ;tQj ideﬁtify'
suitable colorless crystals ofjl—S‘and 7 from‘a;Fépfesentative‘

sample of crystals of .the same habit}ﬁ.‘iThe. representati&e

'crystaliwas.coated in afcryogenic protectant.(i.e.lmiheral oil,

‘paratone, or apezeon greaSe)} and ‘was »thehA[fiXed_ to:_é“‘glaés

fiber, 'which in. turn was. fashibnedﬁ to ,a“ COppef :moﬁntihg' pin.

"The mounted crystals were then placed in- a cold nltrogen stream%

(Oxford) malntalned at 110 K on a Bruker SMART lOOO three c1rcle‘

goniometer.

Crystal ‘data and details . of data- collection 7f0r;‘the

complexes  are providedf in: Table“ 1. . vThe 'X4ray data fwere

collected on a Bruker CCD diffractometer ahd'covered‘more“thah a-

hemisphere of reciprocal space by a combination cf'three’sets of:
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exposures; "each A.expo‘sure set 'ha_d ’-a' 'diffe‘re‘nt (p -ahgle ‘_ "fo_r the:
,crystal orlentatlon and ‘each’ exposure.covered 0. 3° ln ar*"The
crystal to detector dlstance~ uas 4 9vvcm; f Crystal decay was
~ monitored by repeatlng the data collectlon for 50 lnltlal fraﬁes
‘at _the‘:end of"the data setf and 'analyzrhg. th dupllcate
reflectiohsf'crystal decay‘waslnegligibleru'Ihe'space group_ygs-
determihed_ :basediy on systematlci=fabsences :hahdifsihteusity
statistics;8 ' | ; |

.The structures were solved by:direct ﬁethods.i Full4ﬁatrix;
least- squares ahlsotroplc reflnement for all hon hydrogen atoms'
yielded R(F) and wR(F )ljvalues._as: 1nd1cated ;i ugTable.iltlat
'convergence.“.Hydrogen atoms uere place 1n-1deallzed p051tlons
with isotropic . thermal parametersb flaed -1.2 or' 1.5’ tlmes the
- value of'the-attached‘atomlb Neutral atoﬁ scatterlng factors. and#
anomalous'scatterihg'factors Were takenefrom‘the Ihternatlonal
ﬁTables for X-ray. Crystallography Vol. 'C:v | | |

For the tltle compound data reductlon‘ SAIﬁTPLﬁS'(Brukergl}
program(s)-used to solve the'structure‘ SHELXS 96 (Sheldrickm)‘
program(sf used to refine the’ structure SHELXL 97 (Sheldrlcku)5
program(s) used for; molecular graphlcs SHELXTL ver51on 5 O
(Bruker'?) ; software' used‘ to prepare materlal for - publlcatlon

SHELXTL version 5.0 (Bruker ),d
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Table 1. Crystallographic Data for.vC_o'mplexes' 1-5and 7. B
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2 .
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al Formula_ C53H3304C14Cd2
- 1215.88
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roup P2(1)/n
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© 11.658(6)
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1102)
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-1 .
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(1> 20(D} ' 289
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1 102) -
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- Triclinic -

P-1

'1899.1(9)

2 -

-  £§"9;_786(3")
y 9.'84_:4}(.‘3),
23110(6)
88.'846(.7) .
;_‘78.31_.9&6)'
*6'1"".004:((5) :
E 71'16,(2} o
1,300

o o614

6:52

12.99

Cot

Tr

187

220

8.

78

60

*R = S||Fy - [FVEFo.

Rw= {[Ew(F — FP/EwED)
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