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Compound 3b
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Compound 5a

NO,

T T T T T T T T T T T T T T T T T
10.0 9.5 9.0 8.5 8.0 75 7.0 65 6.0 55 5.0 4.5 4.0 35 3.0 25 20 15 1.0

Chemical Shift (ppm)

rbon experiment

mation directory:

G P Ll o
29w e 2 aie s s
Sequence: s2pul reva a8 Alle @ n
Swen e .
cean S | S
aaa8n
L \\ L Ll
5
Ta
\D':
m % .
g
Lljw
g
: 8
& v
g 7
: q
g
s J

121.961

3 (L 8 [ I 8 i TR ) o e e 7 B R L 5 LT L L PR AL

160 140 120 100 80 60 40 20 ppm




Electronic Supplementary Material (ESI) for Organic & Biomolecular Chemistry
This journal is © The Royal Society of Chemistry 2013

Compound 5a
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Compound 5b
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Compound 5b
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Compound Sc¢
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Compound Sc¢
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Compound 5d
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Compound 5d
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Compound 6
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Compound 3a, 298 — 163 K, CD,Cl,, 500 MHz
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Compound 5a, 298 — 163 K, CD,Cl,, 500 MHz
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Crystallographic data for derivative 3a (C49H47CIHgO4,):

M =827.85 gmol!, monoclinic system, space group C2/k, a=38.668(1)A,
b=9.91309 (18) A, c=38.2857 (9) A, B=99.843(2)°, Z=16, V=14459.6(6)A°
Dc =1.521 g.cm™, w(Cu-Ka) = 8.62mm™, crystal dimensions of 0.58 x 0.24 x 0.16mm. Data
were collected at 190 (2) K on Xcalbur Onyx CCD diffractometer with graphite
monochromated Cu-Ko radiation. The structure was solved by charge flipping methods' using
the CRYSTALS suite of programs” and anisotropically refined by full matrix least squares on
F squared value to final R = 0.041 and Ry =0.094 using 15129 independent reflections
(Omax = 77.5°), 910 parameters and 114 restrains. The positions of disordered propoxy groups
were found from the electron density maps and then placed in appropriate positions. All
distances between neighbouring atoms and angles were restrained. Site occupancies were
assigned resulting in similar thermal parameters for each of disordered groups. The hydrogen
atoms were placed in calculated positions. The structure was deposited into Cambridge

Structural Database under number CCDC 926581.

Crystallographic data for compound 6 (CgoHg4Os):

M=1183.62 gmol”', monoclinic system, space group P2Il/c, a=13.4473 (2) A,
b=30.0322 (5)A, ¢=167673(3)A, P=92.7714(14)°, Z=4, V=6763.55(19)A°
Dc =1.162 g.cm™, p(Cu-Ka) = 0.57mm’", crystal dimensions of 0.47 x 0.26 x 0.12mm. Data
were collected at 190 (2) K on Xcalbur Onyx CCD diffractometer with graphite
monochromated Cu-Ko radiation. The structure was solved by charge flipping methods' using
the CRYSTALS suite of programs” and anisotropically refined by full matrix least squares on
F squared value to final R =0.055 and R,,=0.101 using 13670 independent reflections
(Omax = 75.9°), 919 parameters and 223 restrains. The positions of disordered propoxy groups
were found from the electron density maps and then placed in appropriate positions. All
distances between neighbouring atoms and angles were restrained. The site occupancies were
refined to have summary full occupancy. The hydrogen atoms were placed in calculated
positions. The structure was deposited into Cambridge Structural Database under number

CCDC 926580.

Crystallographic data for compound Sa (C4cHs1NOg):

M=713.9 gmol”,  triclinic  system, space  group  P-1,a=11.6871(5) A,
b=12.8055(7) A,c=14.7108 (6) A, a=94.246 (4)°, B=91.367(3)°, y=113.935(5)°,
Z=2,V=2003.25 (18) A, Dc =1.183 g.em™, p(Cu-Ko) = 0.62 mm™, crystal dimensions of

20
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0.54 x 0.35 x 0.22mm. Data were collected at 120 (2) K on Gemini Atlas CCD diffractometer
with graphite monochromated Cu-Ka radiation. The structure was solved by charge flipping
methods' using the Jana2006 suite of programs® and anisotropically refined by full matrix
least squares on F squared value to final R = 0.037 and Ry, = 0.108 using 6940 independent
reflections (Omax = 66.9°), 498 parameters and 10 restrains. The positions of disordered
propoxy group was found from the electron density maps and then placed in appropriate
positions. All distances between neighbouring atoms and angles were restrained to have bond
lengths and angles to have same value for each disordered position. The site occupancies were
refined to have summary full occupancy. The hydrogen atoms were placed in calculated
positions. The structure was deposited into Cambridge Structural Database under number

CCDC926579.
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The crystal packing of compound 3a
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Crystal packing of compound 3a — the channel-like arrangement of Hg-Cl bonds.
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Crystal packing of compound 5a:

a) The interactions between nitrophenyl subunits (side view)

b) The interactions between nitrophenyl subunits (upper view)
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