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Synthesis of the compound [Os3(CO)g {u-n3 -ON=CPh(NCsHy)},] cluster
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Scheme S1 Reaction of [Os;(CO);;(NCMe)] with phenyl 2-pyridyl ketoxime.
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Table S1 Selected bond distances (A) and angles (°) of crystals a and b.

Bond lengths a b
Os1-0Os2 2.8232(7) 2.8443(8)
Osl-N1 2.147(6) 2.161(5)
Os1-N2 2.133(6) 2.131(5)
Os1*-05 2.120(5) 2.108(4)

N2-05 1.347(8) 1.348(6)
NI1-C5 1.336(10) 1.345(7)
NI1-C9 1.353(9) 1.374(7)
N2-C10 1.297(9) 1.300(7)
C9-C10 1.484(11) 1.462(8)
Bond angles
Os1-0s2-Os1* 78.86(2) 78.66(3)
0s2-0Os1-N2 93.90(17) 92.33(13)
0s2-0s1-05* 90.40(14) 89.09(11)
Os1-N1-C5 127.2(5) 127.5(4)
Os1-N1-C9 116.0(5) 114.3(4)
Os1-N2-0O5 124.7(5) 125.7(3)
Os1-N2-C10 118.1(5) 118.1(4)
Os1*-05-N2 112.1(4) 111.9(3)
N1-Os1-N2 74.9(2) 74.56(18)
N1-C9-C10 114.3(7) 115.0(5)
N2-C10-C9 115.6(7) 115.3(5)
N2-C10-C11 122.5(7) 122.0(5)
05-N2-C10 117.2(6) 116.1(5)

* Symmetry code for a: y, x, 1/2-z; and b: 1-y, 1-x, 1/2-z
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Fig. S1 Unit cell of packing diagram in ball and stick form_(upper) and space-filling (lower) of
crystal b viewed down the c-axis.




Electronic Supplementary Material for CrystEngComm
This journal is © The Royal Society of Chemistry 2007

Fig. S2 IR spectrum of compound a in solution.

Bio-Rad Win-IR
110 v n A o
- AP NN AN A VJ UA, V\\/\W
2 33 B\
100~ / \ 5 8 es
/ \\ / 28 83 \
/ \/ 3
| | vV &
%0 “ | 3
| | 8
\ :
g | | g
£ 80~ ! |
g 8 |
s < |
= B (
70 /
||
o |
\\‘/
U
50 g
8
&
40 T T
2200 2100 2000 1900 1800 1700 1600
‘Wavenumber (cm-1)




Electronic Supplementary Material for CrystEngComm
This journal is © The Royal Society of Chemistry 2007

Fig. S3 Powder XRD of compound a using Copper Ko, radiation, 0-50°.
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Fig. S4 Simulated Powder XRD of compound a using Copper Ko, radiation.
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Fig. S5 Simulated Powder XRD of compound b using Copper Ka,; radiation from 0-50°.
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