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Supplementary Material

Two-Dimensional Coordination Polymers in Rubidium and Caesium Complexes with
Orthanilic Acid
Graham Smith

Compound 1: CCDC 858092 [ORTHRB]

# Reference: Smith (2012). Aust. J. Chem.
# gsllgs29 ORTHRB COMPOUND (1)
# CCDC reference: 858092

data (1)

_audit creation method SHELXL97
_chemical name systematic
poly[\m-aquatetrakis (\m-2-aminobenzenesulfonato) tetrarubidium]

’

_chemical name common 'rubidium orthanilate 0.25hydrate’
_chemical melting point ?

_chemical formula moiety 'C24 H26 N4 013 Rb4 S4'

_chemical formula sum 'C24 H26 N4 013 Rb4 s4'

_chemical formula weight 1048.65

loop

_atom type symbol

_atom type description

_atom type scat dispersion real

_atom type scat dispersion_ imag

_atom type scat source

'c!' 'c!' 0.0033 0.0016

'International Tables Vol C Tables 4.2.6.8 and 6.1.1.4"
"H' "H' 0.0000 0.0000

'International Tables Vol C Tables 4.2.6.8 and 6.1.1.4"
'N' 'N' 0.0061 0.0033

'International Tables Vol C Tables 4.2.6.8 and 6.1.1.4"
'O’ 'O’ 0.0106 0.0060

'International Tables Vol C Tables 4.2.6.8 and 6.1.1.4"
'S’ 'S 0.1246 0.1234

'International Tables Vol C Tables 4.2.6.8 and 6.1.1.4"
'Rb' 'Rb' -0.9393 2.9676

'International Tables Vol C Tables 4.2.6.8 and 6.1.1.4"

_symmetry cell setting 'monoclinic’
_symmetry space group name H-M 'P 21/c'
_symmetry space group name Hall '-P 2ybc'
loop

_symmetry equiv_pos_as Xyz



'XI yl Z'

'-x, y+1/2, -z+1/2"'
'_XI ~Yr -z'
'x, -y+1/2, z+1/2"'

~cell length a 10.6419(4)
_cell length b 31.1220(12)
_cell length c 11.3901 (5)
_cell angle alpha 90.00
_cell angle beta 107.481(4)
_cell angle gamma 90.00
_cell volume 3598.2(3)
_cell formula units 2 4

_cell measurement temperature 200(2)
_cell measurement reflns used 8482

_cell measurement theta min 3.19

_cell measurement theta max 28.84
_exptl crystal description 'block!
_exptl crystal colour 'colourless'
_exptl crystal size max 0.35
_exptl crystal size mid 0.30
_exptl crystal size min 0.25
_exptl crystal density meas ?

_exptl crystal density diffrn 1.936
_exptl crystal density method 'not measured’
_exptl crystal F 000 2056
_exptl absorpt coefficient mu 5.705
_exptl absorpt correction type 'multi-scan'
_exptl absorpt correction T min 0.544
_exptl absorpt correction T max 0.970

_exptl absorpt process details
'CrysAlis PRO (Oxford Diffraction, 2010)"'

_exptl special details
?

’

_diffrn ambient temperature 200 (2)

_diffrn radiation wavelength 0.71073

_diffrn radiation type MoK\a

_diffrn radiation_ source 'Enhance (Mo) X-ray source'

~diffrn radiation monochromator graphite
_diffrn measurement device type
'Oxford Diffraction Gemini-S CCD-detector diffractometer'

_diffrn measurement method '"\w scans'
_diffrn detector area resol mean 16.077
_diffrn standards number 0

_diffrn standards_interval count
_diffrn standards_interval time

_diffrn standards decay % ?
_diffrn reflns number 25976
_diffrn reflns av R equivalents 0.0732
_diffrn reflns av sigmal/netI 0.0790
_diffrn reflns limit h min -13
_diffrn reflns limit h max 12

_diffrn reflns limit k min -38



_diffrn reflns limit k max 38

_diffrn reflns limit 1 min -14
_diffrn reflns limit 1 max 14

_diffrn reflns theta min 3.20
_diffrn reflns theta max 26.00
_diffrn measured fraction theta max 0.998
_diffrn reflns theta full 26.00

_diffrn measured fraction theta full 0.998

_reflns number total 7043

_reflns number gt 4406

_reflns threshold expression 'I>2\s (I)"

_computing data collection 'CrysAlis PRO'

_computing cell refinement 'CrysAlis PRO'

_computing data reduction 'CrysAlis PRO'

_computing structure solution 'SHELXS97 (Sheldrick, 2008)'

_computing structure refinement

'SHELXL97 (Sheldrick, 2008) within WinGX (Farrugia, 1999)'
_computing molecular graphics '"PLATON (Spek, 2009)"
_computing publication material 'PLATON'

_refine special details

Refinement of F"2” against ALL reflections. The weighted R-factor wR and
goodness of fit S are based on F"2%, conventional R-factors R are based

on F, with F set to zero for negative F”*2”. The threshold expression of
FA27 > 2sigma (F*2”7) 1is used only for calculating R-factors(gt) etc. and is
not relevant to the choice of reflections for refinement. R-factors based
on F"2” are statistically about twice as large as those based on F, and R-
factors based on ALL data will be even larger.

_refine ls structure factor coef Fsqd
_refine 1ls matrix type full
_refine 1ls weighting scheme calc
_refine 1ls weighting details
'calc w=1/[\s"2"(Fo"2?)+(0.0863P)"2"] where P=(Fo"2"+2Fc"2")/3"

_atom sites solution primary direct
_atom sites solution secondary difmap
_atom sites solution hydrogens geom
_refine ls hydrogen treatment constr
_refine ls extinction method none
~refine 1ls extinction coef ?
_refine ls number reflns 7043
_refine ls number parameters 442
_refine ls number restraints 0
_refine 1s R factor all 0.1237
_refine 1s R factor gt 0.0826
_refine 1s wR factor ref 0.2027
_refine 1s wR factor gt 0.1933
_refine ls goodness of fit ref 1.320
_refine ls restrained S all 1.320
_refine 1s shift/su max 0.002
_refine 1ls shift/su mean 0.000
_refine diff density max 2.656
_refine diff density min -1.678

_refine diff density rms 0.217



loop_

_atom site label

_atom site type symbol
_atom site thermal displace type
_atom site fract x
_atom site fract y
_atom site fract z

_atom site occupancy

_atom _site U iso_or equiv
_atom site calc flag

_atom site refinement flags

Rbl Rb Uani 0.44043(8) 0.24445(3) 0.48428(8) 1.000 0.0158(3)
Rb2 Rb Uani 0.70934(8) 0.24443(3) 0.32282(8) 1.000 0.0154(3)
Rb3 Rb Uani 0.07368(9) 0.15359(3) 0.40550(10) 1.000 0.0266(3)
Rb4 Rb Uani 0.07040(9) 0.25263(3) 0.16073(10) 1.000 0.0296(3)
S1A S Uani 0.7944(2) 0.18141(7) 0.0881(2) 1.000 0.0149(7)
S1IB S Uani 0.3396(2) 0.17776(7) 0.2059(2) 1.000 0.0155(8)
S1C S Uani 0.3566(2) 0.18152(7) 0.7171(2) 1.000 0.0140(7)
S1D S Uani 0.7964(2) 0.17435(8) 0.5945(2) 1.000 0.0176(8)
OlwWw O Uani 0.0703(7) 0.2671(3) 0.4066(8) 1.000 0.058(4)

Ol11A O Uani 0.8732(6) 0.1917(2) 0.2136(5) 1.000 0.017(2)
0O11B O Uani 0.4785(6) 0.1845(2) 0.2655(7) 1.000 0.036(3)
011C O Uani 0.2747(6) 0.19270(19) 0.5940(6) 1.000 0.020(2)
011D O Uani 0.6568(7) 0.1807(2) 0.5300(7) 1.000 0.041(3)
Ol12A O Uani 0.8712(7) 0.1862(2) 0.0017(6) 1.000 0.027(2)
012B O Uani 0.2612(6) 0.1893(2) 0.2870(6) 1.000 0.023(2)
012C O Uani 0.2866(6) 0.1874(2) 0.8074(6) 1.000 0.026(2)
012D O Uani 0.8789(7) 0.1873(2) 0.5190(7) 1.000 0.027(3)
Ol13A O Uani 0.6706(6) 0.2047(2) 0.0500(7) 1.000 0.029(3)
013B O Uani 0.2919(7) 0.1981(2) 0.0872(6) 1.000 0.031(3)
013C O Uani 0.4827(6) 0.2029(2) 0.7497(6) 1.000 0.027(2)
013D O Uani 0.8390(8) 0.1931(2) 0.7151(7) 1.000 0.041(3)

N2A N Uani 0.9879(7) 0.1072(3) 0.1392(8) 1.000 0.032(3) .
N2B N Uani 0.3877(11) 0.1065(3) 0.4025(9) 1.000 0.053(4)

N2C N Uani 0.1517(7) 0.1108¢(3) 0.6756(8) 1.000 0.030(3) .
N2D N Uani 0.7575(12) 0.1066(4) 0.3957(10) 1.000 0.051(5)
ClA C Uani 0.7550(9) 0.1264(3) 0.0905(9) 1.000 0.017(3)

ClB C Uani 0.3142(9) 0.1217(3) 0.1781(9) 1.000 0.015(3)

ClC C Uani 0.3871(8) 0.1259(3) 0.7136(8) 1.000 0.013(3)

ClD C Uani 0.8219(9) 0.1187(3) 0.6157(10) 1.000 0.022(3)

C2A C Uani 0.8554(9) 0.0953(3) 0.1129(9) 1.000 0.021(3)

C2B C Uani 0.3424(10) 0.0932(3) 0.2797(10) 1.000 0.027(4)
C2C C Uani 0.2793(9) 0.0969(3) 0.6919(9) 1.000 0.022(3) .
C2D C Uani 0.7967(11) 0.0906(3) 0.5121(12) 1.000 0.037(4)
C3A C Uani 0.8197(11) 0.0525(3) 0.1188(11) 1.000 0.036(4)
C3B C Uani 0.3153(10) 0.0495(3) 0.2531(11) 1.000 0.033(4)
C3C C Uani 0.3047(10) 0.0536(3) 0.6821(11) 1.000 0.035(4)
C3D C Uani 0.8319(14) 0.0472(4) 0.5347(17) 1.000 0.065(7)
C4A C Uani 0.6914(11) 0.0405(3) 0.1013(11) 1.000 0.037(4)
C4B C Uani 0.2638(11) 0.0358(3) 0.1334(12) 1.000 0.034(4)



C4C C Uani 0.4290(11) 0.0388(3) 0.6919(13) 1.000 0.046(5)
C4D C Uani 0.8810(13) 0.0322(4) 0.6558(19) 1.000 0.069(7)
C5A C Uani 0.5927(11) 0.0710(4) 0.0754(11) 1.000 0.038(4)
C5B C Uani 0.2406(9) 0.0640(3) 0.0387(10) 1.000 0.029(4) .
C5C C Uani 0.5328(10) 0.0674(3) 0.7115(12) 1.000 0.038(4)
C5D C Uani 0.8984(11) 0.0587(5) 0.7538(16) 1.000 0.060(6)
C6A C Uani 0.6256(10) 0.1137(3) 0.0702(10) 1.000 0.028(4)
C6B C Uani 0.2652(8) 0.1067(3) 0.0597(9) 1.000 0.019(3)
C6C C Uani 0.5116(9) 0.1106(3) 0.7239(9) 1.000 0.025(3)
C6D C Uani 0.8686(9) 0.1020(4) 0.7344(11) 1.000 0.036(4)
H3A H Uiso 0.88470 0.03150 0.13490 1.000 0.0430 calc R
H3B H Uiso 0.33220 0.02960 0.31700 1.000 0.0400 calc R
H3C H Uiso 0.23580 0.03400 0.66850 1.000 0.0420 calc R
H3D H Uiso 0.82260 0.02840 0.46910 1.000 0.0780 calc R
H4A H Uiso 0.67080 0.01170 0.10700 1.000 0.0450 calc R
H4B H Uiso 0.24470 0.00690 0.11720 1.000 0.0400 calc R
H4C H Uiso 0.44330 0.00960 0.68540 1.000 0.0550 calc R
H4D H Uiso 0.90210 0.00330 0.66940 1.000 0.0830 calc R
H5A H Uiso 0.50530 0.06290 0.06160 1.000 0.0460 calc R
H5B H Uiso 0.20730 0.05410 -0.04170 1.000 0.0350 calc R
H5C H Uiso 0.61670 0.05740 0.71620 1.000 0.0450 calc R
H5D H Uiso 0.93020 0.04800 0.83340 1.000 0.0720 calc R
H6A H Uiso 0.55940 0.13430 0.05280 1.000 0.0340 calc R
H6B H Uiso 0.248390 0.12570 -0.00620 1.000 0.0220 calc R
H6C H Uiso 0.58200 0.12970 0.73940 1.000 0.0290 calc R
H6D H Uiso 0.87990 0.12010 0.80160 1.000 0.0430 calc R
H11W H Uiso 0.01060 0.25300 0.43460 1.000 0.0700 R
H12W H Uiso 0.14060 0.27800 0.46360 1.000 0.0700 R
H21A H Uiso 0.99820 0.12530 0.08120 1.000 0.0380 R
H21B H Uiso 0.40000 0.13480 0.40470 1.000 0.0630 R
H21C H Uiso 0.14850 0.13020 0.73320 1.000 0.0350 R
H21D H Uiso 0.69340 0.12640 0.38440 1.000 0.0800 R
H22A H Uiso 1.03810 0.08380 0.14060 1.000 0.0380 R
H22B H Uiso 0.46390 0.09340 0.43870 1.000 0.0630 R
H22C H Uiso 0.09820 0.08860 0.67810 1.000 0.0350 R
H22D H Uiso 0.73250 0.08580 0.33850 1.000 0.0800 R
loop
_atom site aniso_ label
_atom site aniso U 11
_atom site aniso U 22
_atom site aniso U 33
_atom site aniso U 23
_atom site aniso U 13
_atom SLte_anlso U 12
Rbl 0.0112(5) 0.0236(5) 0.0114(5) 0.0010(4) 0.0018(4) -0.0003(4)
Rb2 0.0111(5 0.0239(5) 0.0103(5) 0.0006(4) 0.0019(4) 0.0025(4)
Rb3 0.0182(5) 0.0457(6) 0.0126(5) 0.0005(5) -0.0002(4) -0.0024(5)
Rb4 0.0184(5) 0.0349(6) 0.0292(6) 0.0153(5) -0.0022(4) -0.0049(4)
S1A 0.0125(12) 0.0193(13) 0.0113(13) 0.0010(10) 0.0013(10) -0.0003(9)
S1B 0.0176(13) 0.0189(13) 0.0101(13) -0.0023(10) 0.0042(10) -0.0046(10)
S1C 0.0123(12) 0.0191(13) 0.0084(13) -0.0023(10) -0.0004(10) -0.0018¢(9)
S1D 0.0203(13) 0.0221(13) 0.0108(13) 0.0032(10) 0.0052(11) 0.0059(10)
Olw 0.025(5) 0.106(8) 0.039(5) -0.002(5) 0.004(4) -0.015(5)
Ol11A 0.017(4) 0.029(4) 0.010(3) -0.003¢(3) 0.005(3) -0.002(3)
011B 0.016(4) 0.035(5) 0.054(6) -0.011(4) 0.005(4) -0.012(3)
011C 0.022(4) 0.017(4) 0.017(4) 0.004(3) 0.001(3) -0.001¢(3)
011D 0.020(4) 0.046(5) 0.051(6) 0.018(4) 0.004(4) 0.014(3)



012A 0.035(4) 0.035(4) 0.017(4) 0.002(3) 0.017(3) -0.004(3)
012B 0.030(4) 0.030(4) 0.013(4) -0.004(3) 0.013(3) 0.004(3)
012C 0.035(4) 0.033(4) 0.015(4) -0.002(3) 0.015(3) 0.004(3)
012D 0.035(4) 0.022(4) 0.033(5) 0.002(3) 0.024(4) 0.000(3)
O13A 0.015(4) 0.021(4) 0.045(5) 0.008¢(3) -0.001(3) 0.005(3)
013B 0.056(5) 0.024(4) 0.013(4) 0.005(3) 0.012(4) -0.001(3)
013C 0.013(4) 0.033(4) 0.027(4) -0.003(3) -0.007(3) -0.010(3)
013D 0.068(6) 0.040(5) 0.016(4) -0.006(4) 0.015(4) 0.013(4)
N2A 0.014(5) 0.040(6) 0.040(6) 0.000(5) 0.006(4) 0.012(4)
N2B 0.089(9) 0.038(6) 0.025(6) 0.008(5) 0.008(6) 0.023(6)
N2C 0.019(4) 0.027(5) 0.054(7) 0.005(4) 0.011(4) -0.004(4)
N2D 0.059(10) 0.058(8) 0.034(8) -0.021(6) 0.013(7) -0.020(7)
ClA 0.016(5) 0.020(5) 0.013(5) -0.005(4) 0.001(4) 0.002(4)
ClB 0.017(5) 0.017(5) 0.016(6) 0.004(4) 0.012(4) 0.002(4)
ClC 0.009(5) 0.022(5) 0.007(5) 0.001(4) 0.000(4) 0.001(4)
C1D 0.007(5) 0.027(6) 0.030(7) 0.003(5) 0.005(5) 0.003(4)
C2A 0.020(5) 0.024(6) 0.017(6) -0.008(4) 0.005(4) 0.005(4)
C2B 0.027(6) 0.022(6) 0.031(7) 0.003(5) 0.009(5) 0.005(4)
C2C 0.016(5) 0.022(6) 0.025(6) 0.007(5) 0.001(5) 0.001(4)
C2D 0.047(8) 0.025(6) 0.043(8) -0.006(6) 0.019(6) -0.013(5)
C3A 0.037(7) 0.026(6) 0.043(8) -0.003(5) 0.011(6) 0.011(5)
C3B 0.041(7) 0.025(6) 0.037(8) 0.012(5) 0.017(6) 0.010(5)
C3C 0.030(7) 0.022(6) 0.054(9) -0.002(6) 0.013(6) -0.005(5)
C3D 0.059(10) 0.037(9) 0.110(15) -0.023(9) 0.042(10) -0.009(7)
C4A 0.051(8) 0.020(6) 0.048(8) -0.009(5) 0.026(7) -0.009(5)
C4B 0.033(7) 0.019(6) 0.053(9) -0.005(6) 0.019(6) 0.000(5)
C4C 0.042(8) 0.01l6(6) 0.082(11) 0.000(6) 0.022(7) 0.007(5)
C4D 0.044(9) 0.021(8) 0.142(19) 0.021(10) 0.028(11) 0.004(6)
C5A 0.024(6) 0.038(7) 0.055(9) -0.012(6) 0.016(6) —-0.009(5)
C5B 0.028(6) 0.027(6) 0.030(7) -0.013(5) 0.004(5) -0.003(5)
C5C 0.019(6) 0.029(7) 0.066(9) 0.009(6) 0.014(6) 0.012(5)
C5D 0.020(7) 0.054(9) 0.100(14) 0.054(9) 0.010(8) 0.002(6)
C6A 0.018(6) 0.027(6) 0.038(7) -0.002(5) 0.007(5) 0.004(4)
C6B 0.017(5) 0.031(6) 0.008(5) -0.005(4) 0.004(4) -0.006(4)
C6C 0.007(5) 0.038(6) 0.024(6) 0.008(5) -0.002(4) 0.005(4)
CeD 0.009(5) 0.047(8) 0.049(8) 0.025(6) 0.006(5) 0.003(5)

_geom_special details
Bond distances, angles etc. have been calculated using the
rounded fractional coordinates. All su's are estimated

from the variances of the (full) variance-covariance matrix.

The cell esds are taken into account in the estimation of
distances, angles and torsion angles

’

loop

_geom _bond atom site label 1
_geom _bond atom site label 2
_geom _bond distance
_geom_bond site symmetry 1
_geom _bond site symmetry 2
_geom _bond publ flag

Rbl Ol1B 3.234(7)
Rbl 0ol1lcC 2.931(7)
Rbl 011D 2.965(7)
Rbl 012B 3.010(7)
Rbl 013C 3.193(7)

yes
yes
yes
yes
yes
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ClB C2B 1.417(14) no
ClB C6B 1.373(14) no
Clc cecC 1.379(13) no
Cclc cac 1.422(13) no
ClD Cc2D 1.428(16) no
ClD Cce6D 1.393(16) no
C2A C3A 1.392(13) no
C2B C3B 1.404(13) no
czc Cc3C 1.386(13) no
Cc2D C3D 1.405(16) . . no
C3A C4A 1.371(17) . . no
C3B C4B 1.376(17) no
Cc3cC c4c 1.373(17) no
C3D C4D 1.40(3) no
C4A C5A 1.380(17) no
C4B C5B 1.355(16) no
c4ac Cc5¢C 1.384(16) no
C4D C5D 1.36(2) no
C5A Co6A 1.380(16) no
C5B Co6B 1.362(13) no
Cc5¢C ceC 1.378(13) . . no
C5D Cé6D 1.39(2) . . no
C3A H3A 0.9300 . . no
C3B H3B 0.9300 . . no
Cc3cC H3C 0.9300 . . no
C3D H3D 0.9300 . . no
C4A H4A 0.9300 . . no
C4B H4B 0.9300 . . no
c4c H4C 0.9300 . . no
C4D H4D 0.9300 . . no
C5A H5A 0.9300 . . no
C5B H5B 0.9300 . . no
c5¢C H5C 0.9300 . . no
C5D H5D 0.9300 . . no
Co6A H6A 0.9300 . . no
C6B H6B 0.9300 . . no
ceC H6C 0.9300 . . no
Cé6D H6D 0.9300 . . no
loop

_geom_angle atom site label 1

_geom_angle atom site label 2

_geom_angle atom site label 3

_geom_angle

_geom_angle site symmetry 1

_geom_angle site symmetry 2

_geom_angle site symmetry 3

_geom_angle publ flag

0l1B Rbl ollc 104.02(17) yes
0l1lB Rbl 011D 58.59(19) yes
Ol1B Rbl 012B 45.07(18) yes
Ol1B Rbl 013cC 118.76(17) . yes
Ol1B Rbl ol12c 93.38(17) 4 554 yes
Ol1lB Rbl 013A 103.19(19) 4 555 yes
Ol1lB Rbl 013B 152.72(19) 4 555 yes
ol1ic Rbl 011D 95.31(19) . yes
ol1ic Rbl 012B 71.18(18) yes
olic Rbl 013cC 46.01(18) yes



Oollc
ol1lcC
0ol1lcC
011D
011D
011D
011D
011D
01l2B
01l2B
012B
01l2B
0l2cC
O13A
013B
0l2cC
0l2cC
O13A
Ol1laA
Ol1laA
Ol1lA
Ol1lA
Ol1lA
Ol1lA
Ol1lB
Ol1lB
Ol1lB
Ol1lB
Ol1lB
012D
012D
01l2A
012D
013C
0l2A
O13A
012A
O13A
Ol2A
0l1icC
ol1lcC
Ol1lA
ol1lcC
0l1icC
01l2B
OllA
012B
012B
Ol1lA
012D
N2A

OllAa
OllAa
012D
o1lw

Olw

S1A

Olw

Rbl
Rbl
Rbl
Rbl
Rbl
Rbl
Rbl
Rbl
Rbl
Rbl
Rbl
Rbl
Rbl
Rbl
Rbl
Rbl
Rbl
Rbl
Rb2
Rb2
Rb2
Rb2
Rb2
Rb2
Rb2
Rb2
Rb2
Rb2
Rb2
Rb2
Rb2
Rb2
Rb2
Rb2
Rb2
Rb2
Rb2
Rb2
Rb2
Rb3
Rb3
Rb3
Rb3
Rb3
Rb3
Rb3
Rb3
Rb3
Rb3
Rb3
Rb3
Rb3
Rb3
Rb3
Rb4
Rb4
Rb4
Rb4

olzcC
O13A
013B
0l1l2B
013C
0l2cC
O13A
013B
013C
olzcC
O13A
013B
013C
013C
013C
O13A
013B
013B
Ol1lB
012D
013C
013D
01l2A
013A
012D
013C
013D
01l2A
013A
013C
013D
012D
O13A
013D
013C
013C
013D
013D
013A
0l1l2B
N2C

ol1lcC
012D
N2A

N2C

012B
012D
N2A

N2C

N2C

N2C

012D
N2A

N2A

01l2B
013B
Olw

OllA

4 554
4 555
4 555
4 554
4 554
4555

4 555

4 554
4 555
4555
4 555
4 555
4 555

1 455

1 455

1 455
1 455
1 455
1 455
1 455
1 455

1 455

4 554
4 555
4 555

4 554
4555
4555

4 554
4 555
4 555

4 555
4555
4555

4 554
4 554
4 555
4 555

4 554
4 554
4 555
4555
4554
4 554

4 555
4 554
4 554
4 554
4 554
4 554
4 555

1 455
1 455

1 455
1 455

1 455
1 455
1 455

1 455

yes
yes
yes
yes
yes
yes
yes
yes
yes
yes
yes
yes
yes
yes
yes
yes
yes
yes
yes
yes
yes
yes
yes
yes
yes
yes
yes
yes
yes
yes
yes
yes
yes
yes
yes
yes
yes
yes
yes
yes
yes
yes
yes
yes
yes
yes
yes
yes
yes
yes
yes
yes
yes
yes
yes
yes
yes
yes



olw

S1D

olw

olw

Sic

olw

olw

olw

01l2B
Olla
0l1l2A
01l2B
01l2B
olw

OollcC
01l2B
Ol1lA
0l1l2A
012D
O13B
Olw

ollc
0l2cC
Ol1la
Ol1la
OllA
Olw

OllA
Ol1lA
0l2A
01l2A
Olw

ollcC
0l2A
012D
Olw

ollc
0l2C
olw

0l1lcC
0l2C
Olw

Olw

0l1lcC
Ol1lA
OllA
OllA
012A
0l2A
01l3A
Ol1B
Ol1B
Ol1B
01l2B
01l2B
013B
Ool1lcC
Oollc

Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
S1A
S1A
S1A
S1A
S1A
S1A
S1B
S1B
S1B
S1B
S1B
S1B
Sic
sic

0l2A
o1lw

012D
013D
olw

olw

ol1lcC
0l2cC
013B
01l2B
012B
012D
013D
01l2B
01l2B
0l2cC
013B
013B
O13B
013D
013B
013B
013B
0l2A
012D
013D
OllA
0ol1lcC
olzcC
012D
013D
01l2A
01l2A
olzcC
013D
012D
012D
012D
013D
013D
013D
ollc
0l2C
0l2C
Ol2A
O13A
ClAa

O13A
ClAa

ClAa

012B
013B
C1lB

013B
C1lB

C1lB

0l2C
013C

46.17 (1
84.19(1

66.02
88.52
46.24

4454

4 554

1 455
1 455

4 554
4 554

1 455
1 455
4454

4 554
4 554
4 554
1 455
1 455
1 455
4 554
1_455
1 455
1 455
1 455
4 554
4 554
1 455
4 454
4 554
4 554
4 554
4 554
4 554
4 554
4 554
4 554
4 554

1 455

4454
4 454

4 554
4 554
4 554

4 454
4454

4 554
4 454

1 455
4 454
4454
1 455
4554
4 554
4 454
4454
1 455
1 455
4 554
4 454
4454
4 454
4454
4 454
4 454
4 454
4 554
4 554
4 554

yes
yes
yes
yes
yes
yes
yes
yes
yes
yes
yes
yes
yes
yes
yes
yes
yes
yes
yes
yes
yes
yes
yes
yes
yes
yes
yes
yes
yes
yes
yes
yes
yes
yes
yes
yes
yes
yes
yes
yes
yes
yes
yes
yes
no

no

no

no

no

no

no

no

no

no

no

no

no

no



Oollc
0l2cC
0l2cC
013C
011D
011D
011D
012D
012D
013D
Rb4
Rb2
Rb2
Rb2
Rb3
Rb4
Rb3
Rbl
Rbl
Rb2
Rbl
Rbl
Rbl
Rb3
Rb3
Rb4
Rbl
Rb4
Rb2
Rb2
Rbl
Rbl
Rbl
Rb3
Rb3
Rb4
Rbl
Rb4
Rbl
Rb2
Rb2
Rb2
Rb3
Rb4
Rb3
Rbl
Rb2
Rbl
Rb4
Rbl
Rbl
Rbl
Rbl
Rb2
Rb2
Rb4
Rb2
Rb4

Sic

S1cC

S1lcC

Sic

S1D

S1D

S1D

S1D

S1D

S1D

olw

Ol1lA
Ol1lA
Olla
Ol1la
Ol1lA
Ol1lA
Ol1lB
Ol1lB
Ol1lB
ol1lcC
ollc
ollc
OllcC
OllcC
ollc
011D
012A
0l2A
0l2A
012B
012B
01l2B
01l2B
01l2B
012B
0l2C
0l2C
0l2C
012D
012D
012D
012D
012D
012D
O13A
O13A
O13A
O13B
O13B
013B
013C
013C
013C
013D
013D
013D
Olw

ClcC
013C
clc
ClcC
012D
013D
C1D
013D
C1lD
C1lD
Rb4
S1A
Rb3
Rb4
S1A
S1A
Rb4
Rb2
S1B
S1B
Rb3
Sic
Rb4
Sic
Rb4
Sic
S1D
S1A
S1A
Rb4
Rb3
Rb4
S1B
Rb4
S1B
S1B
sic
sic
Rb4
S1D
Rb3
Rb4
S1D
S1D
Rb4
S1A
S1A
Rb2
S1B
Rb4
S1B
Sic
Rb2
SicC
S1D
S1D
Rb4
H12W

105.9
113.3
106.1
107.2
111.6
114.1
107.1
112.3
104.9
106.1
158.9
107.4
108.36(

1 655
1 655
1 655

4 555

1 655
4 554
4 554

4 555
4 555
4 555

1 655
4655
1655
4 554
4 554
4 554

4 554
4 554

4 555
4555
4655
4 555
4 555

4 555
1 655
1 655

1 655

4 555

4 555

1655

4 555
1 655
4655

4655

4 554

4 555

4 655

no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no



Rb4
Rb4
H11wW
Rb3
Rb3
H21A
C2A
C2A
Rb3
Rb3
C2B
C2B
H21B
Rb3
Rb3
czc
H21C
cac
H21D
C2D
C2D
S1A
S1A
C2A
S1B
S1B
C2B
czc
Sic
Sic
S1D
S1D
C2D
Cla
N2A
N2A
N2B
N2B
C1lB
N2C
N2C
ClcC
N2D
C1lD
N2D
C2A
C2B
cac
C2D
C3A
C3B
C3C
C3D
C4A
C4B
c4cC
C4D
ClAa

olw
o1lw
olw
N2A
N2C
N2A
N2A
N2A
N2A
N2A
N2B
N2B
N2B
N2C
N2C
N2C
N2C
N2C
N2D
N2D
N2D
C1lA
C1lA
Cla
C1lB
C1lB
C1lB
ClcC
ClcC
ClcC
C1D
C1D
C1D
C2A
C2A
C2A
C2B
C2B
C2B
czc
cac
cac
C2D
C2D
C2D
C3A
C3B
C3C
C3D
C4A
C4B
c4cC
C4D
C5A
C5B
C5C
C5D
C6A

H11w
H12W
H12W
C2A
czacC
H22A
H22A
H21A
H21A
H22A
H21B
H22B
H22B
H22C
H21C
H22C
H22C
H21C
H22D
H21D
H22D
C6A
C2A
C6A
C6B
C2B
C6B
ceC
czacC
Ce6C
C2D
CeéD
CeéD
C3A
C3A
ClA
C3B
C1lB
C3B
clc
C3C
C3C
C3D
C3D
C1lD
C4A
C4B
c4cC
C4D
C5A
C5B
C5C
C5D
Co6A
C6B
ceC
CéD
C5A

119.00

122.00
117.00
107.5(6)
102.6(6)
108.00
110.00
110.00
110.00
110.00
109.00
109.00
110.00
111.00
111.00
111.00
109.00
111.00
110.00
113.00
112.00
120.2(7)
119.9(7)
119.8(9)
120.0(7)
119.0(7)
120.9(9)
120.0(9)
118.9(7)
121.0(7)
120.5(8)
119.7(8)
119.8(9)
117.6(9)
121.0(9)
121.2(9)
119.3(10)
123.8(9)
116.8(10)
122.2(9)
120.1(9)
117.7(9)
121.2(12)
117.6(12)
120.5(9)
121.9(10)
120.6(10)
121.8(10)
120.1(14)
120.3(10)
120.8(9)
120.0(9)
121.8(13)
119.0(11)
120.9(10)
119.8(10)
119.5(15)
121.4(10)

1655

1655
1655

no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no



C1lB
clc
C1lD
C2A
C4A
C2B
C4B
czc
c4cC
C2D
C4D
C3A
C5A
C3B
C5B
C3C
C5C
C3D
C5D
C4A
C6A
C4B
C6B
c4cC
Ce6C
C4D
CeéD
C1lA
C5A
C1lB
C5B
ClcC
C5C
C1lD
C5D

loop

C6B
ceC
CeéD
C3A
C3A
C3B
C3B
C3C
C3C
C3D
C3D
C4A
C4A
C4B
C4B
c4cC
c4cC
C4D
C4D
C5A
C5A
C5B
C5B
C5C
C5C
C5D
C5D
C6A
C6A
C6B
C6B
ceC
ceC
C6D
C6D

C5B
C5C
C5D
H3A
H3A
H3B
H3B
H3C
H3C
H3D
H3D
H4A
H4A
H4B
H4B
H4C
H4C
H4D
H4D
H5A
H5A
H5B
H5B
H5C
H5C
H5D
H5D
H6A
H6A
H6B
H6B
H6C
H6C
H6D
H6D

120.0(9)
120.7(9)
121.0(12)

119.
119.
120.
120.
119.
119.
120.
120.
120.
120.
120.
120.
120.
120.
119.
119.
121.
120.
120.
120.
120.
120.
120.
120.
119.
119.
120.
120.
120.
120.
120.
119.

_geom_torsion atom site label 1
_geom_torsion atom site label 2
_geom_torsion atom site label 3
_geom_torsion atom site label 4

_geom_torsion

_geom_torsion site symmetry 1
_geom_torsion site symmetry 2
_geom_torsion site symmetry 3
_geom_torsion site symmetry 4

_geom_torsion publ flag

ol1lcC
0l1lcC
011D
011D
012B
012B
013C
013C
0l2C
0l2C
O13A

Rbl
Rbl
Rbl
Rbl
Rbl
Rbl
Rbl
Rbl
Rbl
Rbl
Rbl

Ol1B
Ol1lB
Ol1lB
Ol1B
Ol1B
Ol1B
Ol1lB
Ol1lB
Ol1B
Ol1B
Ol1B

Rb2
S1B
Rb2
S1B
Rb2
S1B
Rb2
S1B
Rb2
S1B
Rb2

00
00
00
00
00
00
00
00
00
00
00
00
00
00
00
00
00
00
00
00
00
00
00
00
00
00
00
00
00
00
00
00

88.08 (1
-60.7(
-4.9(

4 554
4 554
4555

no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no

no
no
no
no
no
no
no
no
no
no
no



O13A
013B
013B
Ol1lB
Ol1lB
Ol1lB
011D
011D
011D
0l1l2B
012B
01l2B
013C
013C
013C
0l2cC
0l2cC
0l2cC
013A
013A
O13A
013B
013B
O13B
Ol1lB
ollc
01l2B
013C
olzcC
013A
013B
Ol1lB
Ol1lB
Ol1lB
0ol1lcC
ol1lcC
ol1lcC
011D
011D
011D
013C
013C
013C
0l2C
0l2C
0l2C
O13A
O13A
01l3A
O13B
013B
013B
Ol1B
Ol1lB
0ol1lcC
ol1lcC
011D
011D

Rbl
Rbl
Rbl
Rbl
Rbl
Rbl
Rbl
Rbl
Rbl
Rbl
Rbl
Rbl
Rbl
Rbl
Rbl
Rbl
Rbl
Rbl
Rbl
Rbl
Rbl
Rbl
Rbl
Rbl
Rbl
Rbl
Rbl
Rbl
Rbl
Rbl
Rbl
Rbl
Rbl
Rbl
Rbl
Rbl
Rbl
Rbl
Rbl
Rbl
Rbl
Rbl
Rbl
Rbl
Rbl
Rbl
Rbl
Rbl
Rbl
Rbl
Rbl
Rbl
Rbl
Rbl
Rbl
Rbl
Rbl
Rbl

Ol1lB
Ol1lB
Ol1lB
Oollc
Oollc
ol1lcC
ol1lcC
ol1lcC
Ol1lcC
OollcC
ol1lcC
ol1lcC
ol1lcC
Oollc
Ol1lcC
ol1lcC
ol1lcC
ollc
Ol1lcC
Ol1lcC
ollc
ollc
ollc
Ol1lcC
011D
011D
011D
011D
011D
011D
011D
01l2B
01l2B
01l2B
01l2B
012B
012B
012B
01l2B
01l2B
012B
012B
012B
01l2B
0l1l2B
012B
012B
012B
01l2B
01l2B
012B
012B
013C
013C
013C
013C
013C
013C

S1B
Rb2
S1B
Rb3
Sic
Rb4
Rb3
S1cC
Rb4
Rb3
S1cC
Rb4
Rb3
Sic
Rb4
Rb3
S1cC
Rb4
Rb3
Sic
Rb4
Rb3
Sic
Rb4
S1D
S1D
S1D
S1D
S1D
S1D
S1D
Rb3
Rb4
S1B
Rb3
Rb4
S1B
Rb3
Rb4
S1B
Rb3
Rb4
S1B
Rb3
Rb4
S1B
Rb3
Rb4
S1B
Rb3
Rb4
S1B
Sic
Rb2
SicC
Rb2
Sic
Rb2

109.

4 555
4 555
4555

4 554
4554
4 554
4 555
4555
4 555
4 555
4 555
4555

4 554
4555
4 555

4 554
4 554
4 554
4 555
4 555
4 555
4 555
4 555
4 555

4 555
4 555
4 555
4 555
4555
4 555

4 555

4 555
4 555

4 555

no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no



01l2B
01l2B
0l2cC
olzcC
O13A
O13A
013B
013B
Ol1lB
Ol1lB
0ol1lcC
0ol1lcC
011D
011D
01l2B
01l2B
013C
013C
013A
O13B
Ol1lB
ollc
011D
0l1l2B
013C
0l2C
013B
Ol1lB
Ol1lB
Ol1lcC
ollc
011D
011D
01l2B
01l2B
013C
013C
Ol1B
Ol1lB
Ol1lB
012D
012D
012D
013C
013C
013C
013D
013D
013D
Ol2A
012A
012A
O13A
Ol13A
Ol13A
OllAa
OllAa
012D

Rbl
Rbl
Rbl
Rbl
Rbl
Rbl
Rbl
Rbl
Rbl
Rbl
Rbl
Rbl
Rbl
Rbl
Rbl
Rbl
Rbl
Rbl
Rbl
Rbl
Rbl
Rbl
Rbl
Rbl
Rbl
Rbl
Rbl
Rbl
Rbl
Rbl
Rbl
Rbl
Rbl
Rbl
Rbl
Rbl
Rbl
Rb2
Rb2
Rb2
Rb2
Rb2
Rb2
Rb2
Rb2
Rb2
Rb2
Rb2
Rb2
Rb2
Rb2
Rb2
Rb2
Rb2
Rb2
Rb2
Rb2
Rb2

013C
013C
013C
013C
013C
013C
013C
013C
olzcC
olzcC
0l2cC
0l2cC
0l2C
olzcC
0l2C
0l2cC
0l2cC
0l2cC
olzcC
olzcC
O13A
O13A
O13A
013A
013A
O13A
O13A
013B
O13B
O13B
013B
013B
013B
O13B
O13B
013B
013B
OllA
Ol1lA
Ol1lA
OllA
Ol1lA
Ol1lA
Ol1lA
Ol1lA
OllA
OllA
OllA
Ol1lA
Ol1lA
OllAa
OllAa
OllAa
Ol1lA
Ol1lA
Ol1B
Ol1B
Ol1B

Sic
Rb2
S1lcC
Rb2
Sic
Rb2
S1cC
Rb2
Rb4
Sic
Rb4
S1cC
Rb4
Sic
Rb4
S1cC
Rb4
S1c
Rb4
Rb4
Rb2
Rb2
Rb2
Rb2
Rb2
Rb2
Rb2
Rb4
S1B
Rb4
S1B
Rb4
S1B
Rb4
S1B
Rb4
S1B
S1A
Rb3
Rb4
S1A
Rb3
Rb4
S1A
Rb3
Rb4
S1A
Rb3
Rb4
S1A
Rb3
Rb4
S1A
Rb3
Rb4
Rbl
S1B
Rbl

4 554
4 554
4 555
4 555
4 555
4555

4 555
4555

4 554
4555

4 554
4 554
4 554
4 554
4 554
4 554
4 555
4 555
4 555
4 555
4 555
4555

4 554
4 554
4 554
4554
4 554
4 554
4 554
4 554
4554
4 554
4 554
4 554
4 555
4 555
4 555
4 555
4555
4 555
4 555
4555
4 555
4555
4 555
4 555
4 555
4 555
4555
4 555
4 555

4 555
4 555
4 555
4555
4 554
4 554
4 554
4 554

4 554

4 555
4555
4555
4 555
4 555
4 555
4555
4555
4 555
4 555

1 655
1655

1 655
1 655

1 655
1 655

1 655
1655

1 655
1 655

1 655
1 655

no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no



012D
013C
013C
013D
013D
0l1l2A
0l1l2A
O13A
O13A
Ol1la
Ol1lA
Ol1lA
Ol1lB
Ol1lB
Ol1lB
013C
013C
013C
013D
013D
013D
01l2A
01l2A
0l2A
013A
O13A
O13A
Ol1lA
Ol1lB
012D
Ol1lA
Ol1lA
Ol1lB
Ol1lB
012D
012D
OllA
OllA
Ol1lB
Ol1lB
012D
012D
OllA
Ol1lA
Ol1lB
Ol1B
012D
012D
013C
013D
012A
012B
012B
01l2B
N2C

N2C

N2C

OllAa

Rb2
Rb2
Rb2
Rb2
Rb2
Rb2
Rb2
Rb2
Rb2
Rb2
Rb2
Rb2
Rb2
Rb2
Rb2
Rb2
Rb2
Rb2
Rb2
Rb2
Rb2
Rb2
Rb2
Rb2
Rb2
Rb2
Rb2
Rb2
Rb2
Rb2
Rb2
Rb2
Rb2
Rb2
Rb2
Rb2
Rb2
Rb2
Rb2
Rb2
Rb2
Rb2
Rb2
Rb2
Rb2
Rb2
Rb2
Rb2
Rb2
Rb2
Rb2
Rb3
Rb3
Rb3
Rb3
Rb3
Rb3
Rb3

Ol1lB
Ol1lB
Ol1lB
Ol1lB
Ol1lB
Ol1lB
Ol1lB
Ol1lB
Ol1lB
012D
012D
012D
012D
012D
012D
012D
012D
012D
012D
012D
012D
012D
012D
012D
012D
012D
012D
013C
013C
013C
013D
013D
013D
013D
013D
013D
01l2A
012A
0l2A
0l2A
012A
012A
O13A
013A
013A
O13A
O13A
O13A
01l3A
01l3A
O13A
ollcC
Ol1lcC
0ol1lcC
0ol1lcC
Ool1lcC
Ool1lcC
Ool1lcC

S1B
Rbl
S1B
Rbl
S1B
Rbl
S1B
Rbl
S1B
S1D
Rb3
Rb4
S1D
Rb3
Rb4
S1D
Rb3
Rb4
S1D
Rb3
Rb4
S1D
Rb3
Rb4
S1D
Rb3
Rb4
Rbl
Rbl
Rbl
Rb4
S1D
Rb4
S1D
Rb4
S1D
S1A
Rb4
S1A
Rb4
S1A
Rb4
Rbl
S1A
Rbl
S1A
Rbl
S1A
Rbl
Rbl
Rbl
Rbl
Sic
Rb4
Rbl
sic
Rb4
Rbl

4 554
4 554
4 554
4 554
4 555
4 555
4555
4 555

4 554
4 554
4554
4 554
4554
4 554
4 555
4 555
4 555
4555
4 555
4 555

4 554
4 554
4 555
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4 554
4 554
4 554
4 554
4 554
4 554
4 554
4 554
4 554
4 555
4 555
4 555
4555
4 555
4 555
4 555
4 555
4 555
4 555
4 555
4 555
4 555
4555
4 555

1 655
4655

1 655
4655

1 655
4655

1 655
4655

1 655
4655

1 655
4655
4 554
4 554
4 554
1 655
4 554
1 655
4 554
1655
4 554
4 555
4655
4 555
4655
4 555
4655

4 555
4 555

4 555

4 555

4 555

no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no



Ol1la
Ol1lA
012D
012D
012D
N2A
N2A
N2A
OllcC
Ollc
0ol1lcC
N2C
N2C
N2C
Ol1la
Ol1lA
Ol1lA
012D
012D
012D
N2A
N2A
N2A
OllcC
0l1l2B
OllA
012D
N2A
Ol1lcC
Ol1lcC
ollc
01l2B
01l2B
01l2B
N2C
N2C
N2C
012D
N2A
0l1icC
ol1lcC
ol1lcC
012B
0l1l2B
01l2B
N2C
N2C
N2C
0l1lcC
01l2B
N2C
Olw
Olw
o1lw
o1lw
012B
012B
012B

Rb3
Rb3
Rb3
Rb3
Rb3
Rb3
Rb3
Rb3
Rb3
Rb3
Rb3
Rb3
Rb3
Rb3
Rb3
Rb3
Rb3
Rb3
Rb3
Rb3
Rb3
Rb3
Rb3
Rb3
Rb3
Rb3
Rb3
Rb3
Rb3
Rb3
Rb3
Rb3
Rb3
Rb3
Rb3
Rb3
Rb3
Rb3
Rb3
Rb3
Rb3
Rb3
Rb3
Rb3
Rb3
Rb3
Rb3
Rb3
Rb3
Rb3
Rb3
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4

OollcC
ol1lcC
0ol1lcC
Oollc
Oollc
0ol1lcC
ol1lcC
0ol1lcC
01l2B
01l2B
012B
01l2B
01l2B
0l1l2B
01l2B
01l2B
01l2B
01l2B
01l2B
01l2B
01l2B
01l2B
01l2B
N2C

N2C

N2C

N2C

N2C

Ol1laA
Ol1laA
OllA
OllA
Ol1lA
Ol1laA
Ol1lA
OllA
OllA
OllA
Ol1lA
012D
012D
012D
012D
012D
012D
012D
012D
012D
N2A

N2A

N2A

S1B

S1B

S1B

S1B

S1B

S1B

S1B

Sic
Rb4
Rbl
Sic
Rb4
Rbl
S1cC
Rb4
Rbl
Rb4
S1B
Rbl
Rb4
S1B
Rbl
Rb4
S1B
Rbl
Rb4
S1B
Rbl
Rb4
S1B
czacC
czacC
cac
c2c
cac
Rb4
Rb2
S1A
Rb4
Rb2
S1A
Rb4
Rb2
S1A
Rb4
Rb4
Rb2
S1D
Rb4
Rb2
S1D
Rb4
Rb2
S1D
Rb4
C2A
C2A
C2A
Ol1B
012B
013B
C1lB
Ol1B
013B
C1lB
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-176.

-165.
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-85.
174.

82.
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1 455
1455
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1455
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1455
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1 455
1 455
1455
1 455
1455

1 455
1455
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1 455
1 455

1 455
1 455
1 455
1455
1455
1 455
1 455
1455
1 455
1 455
1 455
1 455
1 455
1 455
1 455
1 455
1 455
1 455
1 455
1 455
1 455
1 455
1 455

4 555
4 555

4 555

1 455
1 455

1455
1 455

1455
1 455

1 455
1 455
4 555
1 455
1 455
4 555
1 455
1 455
4 555
1 455
1 455
1 455

no

no
no
no
no
no
no
no
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013B
013B
013B
S1A
S1A
S1A
S1A
Ol1lA
Ol1la
Ol1la
Ol1lA
0l1l2A
0l1l2A
0l2A
0l2A
012D
012D
012D
012D
013D
013D
013D
013D
Sic
Sic
Sic
Sic
Olw
olw
olw
Olw
ollc
ollc
OllcC
0l1icC
0l2C
0l2C
0l2C
0l2C
S1B
012B
013B
S1A
Ol1lA
0l2A
S1D
012D
013D
SicC
0l1lcC
0l2C
S1B
S1B
o1lw
o1lw
Olw
013B
013B

Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4

S1B
S1B
S1B
S1B
S1B
S1B
S1B
S1B
S1B
S1B
S1B
S1B
S1B
S1B
S1B
S1B
S1B
S1B
S1B
S1B
S1B
S1B
S1B
S1B
S1B
S1B
S1B
S1B
S1B
S1B
S1B
S1B
S1B
S1B
S1B
S1B
S1B
S1B
S1B
olw
Olw
Olw
Olw
olw
olw
Olw
Olw
Olw
o1lw
olw
Olw
012B
012B
01l2B
01l2B
012B
012B
012B

Ol1lB
01l2B
C1lB
Ol1lB
0l1l2B
013B
C1lB
Ol1lB
01l2B
013B
C1lB
Ol1lB
01l2B
013B
C1lB
Ol1lB
012B
013B
C1lB
Ol1lB
012B
013B
C1lB
Ol1lB
0l1l2B
013B
C1lB
Ol1lB
0l1l2B
O13B
C1B
Ol1lB
012B
O13B
C1lB
Ol1B
012B
013B
C1lB
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rbl
Rb3
Rbl
Rb3
S1B
Rbl
Rb3

99.
-174.
-92.
-163.
=77.

97.

139.
-53.
121.

29.
174.
-99.

75.
-16.

99.
174.

-91.
-85.

175.
83.
19.

105.

-79.

171.

11le6.

158.
16.

-75.
44,

129.

-55.

147.

82.
102.
165.
-50.
-42.
-57.

52.

44,

47.
128.
136.
121.
125.
132.
127.
1009.
146.
-51.

53.
-160.
112.
-143.
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1 455
1 455
1 455
1455
1455
1 455
1 455
1 455
1 455
1455
1 455
1 455
4 454
4454
4454
4 454
4 454
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4454
4454
4 554
4 554
4 554
4 554
4 554
4 554
4 554
4 554
4 554
4 554
4 554
4 554
4 554
4 554
4 554
4 554

1 455
1 455
1 455
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4 454
4454
4 554
4 554
4 554

4 555
4 555
4 555
4 555
4 555
4 555
4 555
4 555
4 555
4555
4555
4 555

no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
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013B
S1A
S1A
S1A
Ol1la
Ol1lA
Ol1lA
01l2A
0l2A
0l2A
013D
013D
013D
Sic
Sic
S1cC
olw
Olw
olw
Ol1lcC
ollc
ollc
0l2cC
olzcC
olzcC
S1B
Olw
Olw
01l2B
01l2B
S1A
S1A
Ol1lA
Ol1laA
0l2A
012A
S1D
S1D
012D
012D
sic
sic
Olw
olw
0ol1icC
ol1lc
0l2C
0l2C
S1B
S1B
S1B
S1B
Olw
o1lw
o1lw
Olw
012B
012B

Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4

0l1l2B
01l2B
01l2B
0l1l2B
0l1l2B
01l2B
01l2B
01l2B
01l2B
01l2B
012B
01l2B
01l2B
0l1l2B
01l2B
01l2B
01l2B
01l2B
01l2B
01l2B
01l2B
01l2B
012B
0l1l2B
0l1l2B
013B
013B
013B
O13B
O13B
013B
013B
013B
O13B
O13B
013B
013B
013B
O13B
O13B
013B
013B
013B
O13B
O13B
013B
013B
013B
S1A

S1A

S1A

S1A

S1A

S1A

S1A

S1A

S1A

S1A

S1B
Rbl
Rb3
S1B
Rbl
Rb3
S1B
Rbl
Rb3
S1B
Rbl
Rb3
S1B
Rbl
Rb3
S1B
Rbl
Rb3
S1B
Rbl
Rb3
S1B
Rbl
Rb3
S1B
Rbl
S1B
Rbl
S1B
Rbl
S1B
Rbl
S1B
Rbl
S1B
Rbl
S1B
Rbl
S1B
Rbl
S1B
Rbl
S1B
Rbl
S1B
Rbl
S1B
Rbl
Ol1lA
0l2A
013A
ClA
OllAa
0l1l2A
013A
ClA
OllAa
0l2A

39.36(1
143.50 (1
=70.0(
130.9
-125.0
21.6
60.5

(
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1455
1 455
1 455
1455
1 455
1455
1 455
1 455
4454
4454
4454
4 554
4 554
4 554
4 554
4 554
4 554
4 554
4 554
4 554
4 554
4 554
4 554

1455
1_455
1455
1 455
1 455
1 455
4454
4 454
4454
4454
4 554
4 554
4554
4 554
4 554
4 554
4 554
4 554

1 455
1 455
1455
1 455
1455
1 455
1 455
1 455
1 455
1 455

4 554
4 554
4 554
4 554
4 554
4 554
4 554
4 554
4 554
4 554
4 554
4 554
1 455
1 455
1455
1 455
1455
1 455
1 455
1 455

1 455
1 455

no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
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no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
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01l2B
01l2B
013B
013B
013B
013B
S1B
S1B
S1B
olw
olw
olw
01l2B
0l1l2B
01l2B
013B
013B
013B
S1A
0l2A
S1D
012D
013D
Sic
olw
0l2C
S1B
S1B
olw
olw
01l2B
01l2B
013B
O13B
olw
Olw
Olw
Olw
O13B
O13B
013B
013B
S1B
S1B
S1B
Olw
Olw
Olw
O13B
O13B
013B
S1B
S1B
o1lw
o1lw
012B
012B
S1B

Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4

S1A

S1A

S1A

S1A

S1A

S1A

Ol1lA
Ol1lA
Ol1la
Ol1la
Ol1lA
Ol1lA
OllA
Olla
Ol1la
Ol1lA
Ol1lA
Ol1lA
Ol1laA
Ol1laA
Ol1lA
Ol1lA
Ol1lA
Ol1lA
Ol1lA
Ol1lA
01l2A
01l2A
0l2A
0l2A
01l2A
01l2A
0l1l2A
0l2A
S1D

S1D

S1D

S1D

S1D

S1D

S1D

S1D

012D
012D
012D
012D
012D
012D
012D
012D
012D
013D
013D
013D
013D
013D
013D
Sic

O13A
ClAa
Ol1lA
0l2A
O13A
ClAa
Rb3
Rb2
S1A
Rb3
Rb2
S1A
Rb3
Rb2
S1A
Rb3
Rb2
S1A
Rb3
Rb3
Rb3
Rb3
Rb3
Rb3
Rb3
Rb3
S1A
Rb2
S1A
Rb2
S1A
Rb2
S1A
Rb2
011D
012D
013D
C1D
011D
012D
013D
C1D
Rb2
S1D
Rb3
Rb2
S1D
Rb3
Rb2
S1D
Rb3
Rb2
S1D
Rb2
S1D
Rb2
S1D
ollc

60.35(
169.62(
-79.0
139.4
123.8
-144.58 (
-163.10¢(
-123.
-30.
117.
-49.
114.
-143.31(
10.9
112.9
92.2
-165.81(
137.4
-120.60(
-114.
161.
-15.
78.
77.
=-7.
176.
-90.
65.
175.74

<~ o

|
w
o

-129.
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N
)]
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[N
S
w @

-175.11

|
[e))
(&)
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|
I
w
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94.
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4454
4454
4454
4 554
4 554
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1455
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1455
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1 455
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1 455
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1 455
1 455
1 455
1 455
1455
1 455
1455
1 455
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1455
1455
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1 455
1 455
1455
1 455
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1 455
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1_455
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4454
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4454
4454
4454
4454
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4454
4 454
4454
4454
4454
4454
4454
4454
4454
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1455
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1455
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4454
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S1B
S1B
S1B
olw
olw
olw
olw
01l2B
0l1l2B
0l1l2B
012B
013B
013B
013B
013B
S1B
012B
013B
S1B
S1B
S1B
Olw
Olw
olw
0l1l2B
01l2B
01l2B
013B
O13B
O13B
S1B
S1B
Olw
olw
01l2B
012B
013B
013B
Ol1lA
S1D
012D
013D
Sic
olw
0l1lcC
012A
012A
012A
01l3A
01l3A
O13A
ClAa
ClAa
ClA
Rb4
Rb4
OllAa
OllAa

Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
Rb4
S1A
S1A
S1A
S1A
S1A
S1A
S1A
S1A
S1A
S1A
S1A
S1A
S1A

Sic
S1lcC
Sic
sic
Sic
S1lcC
S1lcC
S1cC
Sic
Sic
S1cC
S1cC
S1cC
Sic
Sic
olw
o1lw
Olw
Ol1lcC
Ol1lcC
ollc
ollc
ollc
Ol1lcC
Ol1lcC
ollc
ollc
ollc
Ol1lcC
Ol1lcC
0l2C
0l2cC
0l2C
olzcC
0l2C
0l2C
0l2C
0l2C
0l2C
0l2C
0l2C
0l2C
0l2C
0l2C
0l2C
OllA
OllA
OllA
Ol1lA
Ol1lA
OllAa
OllAa
OllAa
Ol1lA
Ol1lA
OllAa
012A
012A

olzcC
013C
clc
Oollc
olzcC
013C
clc
ol1lcC
olzcC
013C
clc
ol1lcC
0l2cC
013C
ClcC
Rb4
Rb4
Rb4
Rbl
Rb3
Sic
Rbl
Rb3
Sic
Rbl
Rb3
Sic
Rbl
Rb3
Sic
Rbl
Sic
Rbl
Sic
Rbl
Sic
Rbl
sic
Rbl
Rbl
Rbl
Rbl
Rbl
Rbl
Rbl
Rb2
Rb3
Rb4
Rb2
Rb3
Rb4
Rb2
Rb3
Rb4
Rb2
Rb3
Rb4
Rb2

142.47 (

159.77(
-62.5
10.85(
121.5
-100.8
-37.96(
68.9
67.9
174.7
-15.10(
91.7
-60.88 (
45.9
56.1
145.03¢(
168.1
121.98¢(
-106.
-109.
-118.
136.
-75.
26.

8.
156.
-101.
-107.
40.
142.
110.
-102.
-25.
-120.
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4 554
4 554
4 554
4554
4 554
4 554
4 554

4 554
4 554
4 554

4 554

1 655
1 655

1 655
1 655

1 655
1 655

1 655
1 655
4 554

no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no



O13A
O13A
ClAa
Cla
Rb4
Ol1lA
01l2A
C1lAa
Rb4
Ol1la
Ol1lA
0l1l2A
0l1l2A
O13A
O13A
Rb4
Rb4
Rb4
Rb4
01l2B
01l2B
013B
013B
C1lB
C1lB
Rb4
Rb4
Ol1lB
Ol1lB
Ol1lB
013B
013B
013B
C1lB
C1lB
C1lB
Rb4
Ol1B
Ol1lB
0l1l2B
012B
C1lB
C1lB
Rb4
Rb4
Ol1B
Ol1B
012B
01l2B
O13B
013B
0l2C
0l2C
0l2C
013C
013C
013C
ClcC

S1A
S1A
S1A
S1A
S1A
S1A
S1A
S1A
S1A
S1A
S1A
S1A
S1A
S1A
S1A
S1A
S1A
S1B
S1B
S1B
S1B
S1B
S1B
S1B
S1B
S1B
S1B
S1B
S1B
S1B
S1B
S1B
S1B
S1B
S1B
S1B
S1B
S1B
S1B
S1B
S1B
S1B
S1B
S1B
S1B
S1B
S1B
S1B
S1B
S1B
S1B
Sic
Sic
SicC
SicC
Sic
Sic
Sic

0l2A
01l2A
0l1l2A
0l2A
0l2A
O13A
O13A
O13A
013A
Cla

ClAa

ClAa

ClAa

Cla

Cla

ClAa

Cla

Ol1lB
Ol1lB
Ol1lB
Ol1lB
Ol1lB
Ol1lB
Ol1lB
Ol1lB
01l2B
01l2B
01l2B
01l2B
01l2B
01l2B
01l2B
01l2B
01l2B
01l2B
012B
013B
013B
O13B
O13B
013B
013B
013B
C1lB

C1lB

C1lB

C1lB

C1lB

C1lB

C1lB

C1lB

0ol1lcC
0ol1lcC
0l1lcC
0ol1lcC
0ol1lcC
Ol1lcC
ollc

Rb4
Rb2
Rb4
Rb2
Rb2
Rb2
Rb2
Rb2
Rb2
C2A
C6A
Cc2Aa
C6A
C2A
C6A
C2A
C6A
Rbl
Rb2
Rbl
Rb2
Rbl
Rb2
Rbl
Rb2
Rbl
Rb3
Rbl
Rb3
Rb4
Rbl
Rb3
Rb4
Rbl
Rb3
Rb4
Rbl
Rb4
Rbl
Rb4
Rbl
Rb4
Rbl
C2B
C6B
C2B
C6B
C2B
C6B
C2B
C6B
Rbl
Rb3
Rb4
Rbl
Rb3
Rb4
Rbl
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1655

1655

1 655
1 655

1 655
4 554
1 655
4 554
4 554
4 554
4554
4554
4 554

4 554
4 554
4 554

4 554

4 555

4 555

no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no



ClcC
clc
Rb4
Rb4
OollcC
0ol1lcC
013C
013C
ClcC
ClcC
Rb4
0ol1lcC
0l2cC
ClcC
Rb4
0ol1lcC
0ol1lcC
0l2C
olzcC
013C
013C
Rb4
Rb4
012D
013D
C1D
Rb4
011D
011D
011D
013D
013D
013D
C1lD
C1lD
C1D
Rb4
Rb4
011D
011D
012D
012D
C1D
C1lD
Rb4
011D
011D
012D
012D
013D
013D
Rb4
Rb4
Rb3
Rb3
Rb3
Rb3
S1A

Sic
S1lcC
S1lcC
Sic
Sic
S1cC
S1cC
S1cC
Sic
Sic
S1cC
S1cC
S1cC
Sic
Sic
S1cC
S1cC
Sic
Sic
Sic
Sic
Sic
Sic
S1D
S1D
S1D
S1D
S1D
S1D
S1D
S1D
S1D
S1D
S1D
S1D
S1D
S1D
S1D
S1D
S1D
S1D
S1D
S1D
S1D
S1D
S1D
S1D
S1D
S1D
S1D
S1D
S1D
S1D
N2A
N2A
N2C
N2C
ClAa

OollcC
ol1lcC
0ol1lcC
Oollc
olzcC
0l2cC
0l2cC
0l2cC
olzcC
olzcC
0l2cC
013C
013C
013C
013C
clc
clc
ClcC
ClcC
C1lcC
ClcC
ClcC
ClcC
011D
011D
011D
011D
012D
012D
012D
012D
012D
012D
012D
012D
012D
012D
012D
013D
013D
013D
013D
013D
013D
013D
C1D
C1D
C1D
C1lD
C1lD
C1D
C1D
C1D
C2A
C2A
ca2c
ca2c
C2A

Rb3
Rb4
Rbl
Rb3
Rbl
Rb4
Rbl
Rb4
Rbl
Rb4
Rbl
Rbl
Rbl
Rbl
Rbl
czc
ceC
c2c
Ce6C
czacC
ceC
czac
ceC
Rbl
Rbl
Rbl
Rbl
Rb2
Rb3
Rb4
Rb2
Rb3
Rb4
Rb2
Rb3
Rb4
Rb2
Rb3
Rb2
Rb4
Rb2
Rb4
Rb2
Rb4
Rb2
C2D
CceD
C2D
C6D
C2D
CéD
C2D
CéD
ClAa
C3A
ClcC
C3C
N2A
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3
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4 555
4 555
4 555
4 555
4 555
4 555

4 655

4 655
4655

4655

4655
4655
1 655
1 655

4 555

4 555
4555
4 555
4 555
4 555
4555
4 555

1 655
4655

1 655
4655

1 655
4655

1 655
4 555
4 655
4 555
4655
4 555
4655
4 555

no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
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no
no
no
no
no
no
no
no
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no
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no
no
no
no
no
no
no
no
no
no
no
no
no
no
no



S1A
C6A
C6A
S1A
C2A
S1B
S1B
C6B
C6B
S1B
C2B
S1cC
S1cC
ceC
ceC
S1cC
czc
S1D
S1D
C6D
CeéD
S1D
C2D
N2A
Cla
N2B
C1lB
N2C
ClcC
N2D
C1D
C2A
C2B
czacC
C2D
C3A
C3B
C3C
C3D
C4A
C4B
c4cC
C4D

loop

Cla
ClAa
ClAa
Cla
cla
C1lB
C1lB
C1lB
C1lB
C1lB
C1lB
clc
clc
ClcC
ClcC
clc
clc
C1D
C1lD
C1lD
C1D
C1D
C1D
C2A
C2A
C2B
C2B
cac
czacC
C2D
C2D
C3A
C3B
C3C
C3D
C4A
C4B
c4cC
C4D
C5A
C5B
C5C
C5D

C2A
C2A
C2A
C6A
CoA
C2B
C2B
C2B
C2B
C6B
C6B
czc
czc
czacC
czacC
ceC
ceC
C2D
C2D
C2D
C2D
CeéD
CeéD
C3A
C3A
C3B
C3B
C3C
C3C
C3D
C3D
C4A
C4B
c4cC
C4D
C5A
C5B
C5C
C5D
C6A
C6B
ceC
CeéD

C3A
N2A
C3A
C5A
ChA
N2B
C3B
N2B
C3B
C5B
C5B
N2C
C3C
N2C
C3C
C5C
C5C
N2D
C3D
N2D
C3D
C5D
C5D
c4a
C4A
C4B
C4B
c4cC
c4cC
C4D
C4D
C5A
C5B
C5C
C5D
C6A
C6B
ceC
C6D
cla
C1lB
ClcC
C1D

_geoﬁ_hbond_atom_site_label_D
_geom_hbond atom site label H

_geom_hbond _atom site label A
_geom_hbond distance DH
_geom_hbond distance HA
_geom_hbond distance DA
_geom_hbond angle DHA

_geom_hbond_site symmetry A

_geom_hbond publ flag

#
#D
#
N2A

H

A

H21A

D-H H...A

012A

D..

0.

90

A

-1.
-1.

D

2.

35

H..

2.979(11)

LA symm(A)

127

yes

no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no



N2B H21B Ol1B 0.89 2.53 3.189(12) 131
N2B H21B 012B 0.89 2.38 3.020(12) 129
N2C H21C ol2cC 0.90 2.30 2.950(11) 129
N2D H21D 011D 0.90 2.48 3.129(14) 130
OlwW H11W 0l2Aa 0.91 2.65 3.026(11) 106
olwW H12W 013B 0.90 1.94 2.838(11) 180
CoA HoA 01l3Aa 0.93 2.49 2.893(11) 106
CoB H6B 013B 0.93 2.48 2.867(11) 105
CoC Ho6C 013C 0.93 2.53 2.913(11) 105
C6D H6D 013D 0.93 2.46 2.854(14) 105
# END of data for (1)
Compound 2: CCDC 858091 [ORTHCS]
o
# Reference: Smith (2012). Aust. J. Chem.
# gsllgs23 ORTHCS COMPOUND (2)
# CCDC reference: 858091
e
data (2)
audit creation method SHELXL97

_chemical name systematic

’

yes
yes
yes
. yes
4 455
4 555
no
no
no
no

<i>catena</i>-[\m"3"-2-aminobenzenesulfonato-\K<i>0</i>,<i>0</i>""'":

<1>0</1i>"'"'"")caesium]
_chemical name common 'caesium orthanilate'
chemical melting point ?

'C6 H6

_chemical formula moiety Cs N 03 S'
_chemical formula sum 'C6 H6 Cs N 03 8!
_chemical formula weight 305.085
loop_
_atom type symbol
_atom type description
_atom type scat dispersion real
_atom type scat dispersion_ imag
_atom type scat source
'crorcC! 0.0033 0.0016
'International Tables Vol C Tables 2.6.8 and 6.1.1.4"
'H' 'H' 0.0000 0.0000
'International Tables Vol C Tables 4.2.6.8 and 6.1.1.4"
'N' 'N! 0.0061 0.0033
'International Tables Vol C Tables 4.2.6.8 and 6.1.1.4"'
'o' 'O’ 0.0106 0.0060
'International Tables Vol C Tables 2.6.8 and 6.1.1.4"
'Cs' 'Cs' -0.3680 2.1192
'International Tables Vol C Tables 4.2.6.8 and 6.1.1.4"
'sto's! 0.1246 0.1234
'International Tables Vol C Tables 4.2.6.8 and 6.1.1.4"'
_symmetry cell setting 'orthorhombic'
_symmetry space group name Hall 'T 2 -2c¢!
_symmetry space group name H-M 'T b a2’

no
yes



_symmetry Int Tables number 45

loop_
_symmetry equiv_pos site id
_symmetry equiv_pos_as Xyz

1 X, ¥Yr2z

2 —X,"Ys2

3 -x,y,1/2+z

4 x,-y,1/2+z

5 1/24x,1/2+y,1/2+z

6 1/2-x,1/2-y,1/2+z

7 1/2-x,1/2+y,z

8 1/2+x,1/2-y,2
_cell length a 22.671(2)
_cell length b 10.1768(7)
_cell length c 7.8292(5)
_cell angle alpha 90.00
_cell angle beta 90.00
_cell angle gamma 90.00
_cell volume 1806.4(2)
_cell formula units 27 8
_cell measurement temperature 200 (2)
_cell measurement reflns used 1930
_cell measurement theta min 3.28
_cell measurement theta max 28.64
_exptl crystal description 'plate’
_exptl crystal colour 'colourless'
_exptl crystal size max 0.33
_exptl crystal size mid 0.22
_exptl crystal size min 0.08
_exptl crystal density meas ?
_exptl crystal density diffrn 2.244
_exptl crystal density method 'not measured’
_exptl crystal F 000 1152
_exptl absorpt coefficient mu 4.297
_exptl absorpt correction type 'multi-scan'
_exptl absorpt correction T min 0.778
_exptl absorpt correction T max 0.990

_exptl absorpt process details
'CrysAlis PRO (Oxford Diffraction, 2010)"'

_exptl special details

?

’

_diffrn ambient temperature 200 (2)

_diffrn radiation wavelength 0.71073

_diffrn radiation type MoK\a

_diffrn radiation_ source 'Enhance (Mo) X-ray source'

_diffrn radiation monochromator graphite
_diffrn measurement device type
'Oxford Diffraction Gemini-S CCD-detector diffractometer'

_diffrn measurement method '"\w scans'
_diffrn detector area resol mean 16.077
_diffrn standards number 0

_diffrn standards_interval count



_diffrn standards_interval time

Q

_diffrn standards decay %
_diffrn reflns number

_diffrn reflns av_R equivalents

_diffrn reflns av sigmal/netlI
_diffrn reflns limit h min
_diffrn reflns limit h max
_diffrn reflns limit k min
_diffrn reflns limit k max
_diffrn reflns limit 1 min
_diffrn reflns limit 1 max
_diffrn reflns theta min
_diffrn reflns theta max

_diffrn measured fraction theta max

_diffrn reflns theta full

_diffrn measured fraction theta full

_reflns number total
_reflns number gt
_reflns threshold expression

_computing data collection
_computing cell refinement
_computing data reduction
_computing structure solution

_computing structure refinement

?

2985
0.0224
0.0377

-28

15

-13

5

-9

9

3.36

28.70
0.877
26.070
0.998

1815
1673
"I>2\s (1)’

'CrysAlis PRO'
'CrysAlis PRO'
'CrysAlis PRO'
'SHELXS97 (Sheldrick, 2008)'

'SHELXL97 (SheldrickT 2008) within WinGX (Farrugia, 1999)'

_computing molecular graphics

_computing publication material

_refine special details

’

'PLATON (Spek, 2009)"
'PLATON'

Refinement on F*2” for ALL reflections except those
flagged by the user for potential systematic errors.
Weighted R-factors wR and all goodnesses of fit S

are based on F"2", conventional R-factors R are based
on F, with F set to zero for negative F"2”. The
observed criterion of F*"2" > 2sigma(F"2") is used only
for calculating -R-factor-obs etc. and is not

relevant to the choice of reflections for refinement.
R-factors based on F*"2” are statistically about twice

as large as those based on F,
ALL data will be even larger.

’

_refine 1ls structure factor coef

_refine ls matrix type
_refine 1ls weighting scheme
_refine 1ls weighting details

and R-factors based on

Fsqgd
full
calc

'calc w=1/[\s"2" (Fo"2")+(0.0431P)"2"] where P=(Fo"2"+2Fc"2")/3"

_atom sites solution primary

_atom sites solution_ secondary
_atom sites solution_ hydrogens

_refine 1ls hydrogen treatment
_refine ls extinction method
_refine 1ls extinction coef

_refine ls extinction expression

direct
difmap
geom
'noref'
'SHELXL97'
0.00291(18)

'"FCMN*A=KFC[14+0.001XFC"2~\L"3"/SIN(2\Q) ]1"-1/4""

_refine ls abs structure details

'"Flack (1983): 552 Friedel pairs'



_refine 1ls abs structure Flack 0.03(3)

_refine 1s number reflns 1815
_refine ls number parameters 110
_refine ls number restraints 1
_refine ls number constraints ?

_refine 1s R factor all 0.0306
_refine 1s R factor gt 0.0276
_refine 1s wR factor ref 0.0696
_refine 1s wR factor gt 0.0671
_refine 1ls goodness of fit ref 0.956
_refine ls restrained S all 0.956
_refine 1ls shift/su max 0.000
_refine 1s shift/su mean 0.000
_refine diff density max 0.884
_refine diff density min -0.719
_refine diff density rms 0.129

loop_

_atom site label

_atom site type symbol

_atom site thermal displace type

_atom site fract x

_atom site fract y

_atom site fract z

_atom site occupancy

_atom site U iso or equiv

_atom site calc flag

_atom site refinement flags

Csl Cs Uani 0.31706(1) 1.17070(2) 0.94700(7) 1.000 0.0264(1)
S1 S Uani 0.33781(7) 0.81014(10) 0.97101(16) 1.000 0.0216(3)
011 O Uani 0.3687(2) 0.9065(3) 1.0735(5) 1.000 0.0293(13)

012 O Uani 0.28951(18) 0.8667(4) 0.8713(4) 1.000 0.0268(11)
013 O Uani 0.31730(19) 0.6977(4) 1.0721(5) 1.000 0.0301(13)
N2 N Uani 0.3310(2) 0.5494(5) 0.7682(7) 1.000 0.0373(17)

Cl C Uani 0.3893(2) 0.7473(5) 0.8221(6) 1.000 0.0227(14)

C2 C Uani 0.3800(3) 0.6256(5) 0.7390(6) 1.000 0.0263(16)

C3 C Uani 0.4211(3) 0.5898¢(5) 0.6135(7) 1.000 0.0353(19)

C4 C Uani 0.4671(3) 0.6694(6) 0.5695(9) 1.000 0.041(2)

C5 C Uani 0.4757(3) 0.7897(7) 0.6497(8) 1.000 0.0390(19)

C6 C Uani 0.4366(3) 0.8277(5) 0.7769(8) 1.000 0.0290(17)

H3 H Uiso 0.41690 0.50940 0.55850 1.000 0.0420 calc R

H4 H Uiso 0.49320 0.64260 0.48450 1.000 0.0490 calc R

H5 H Uiso 0.50700 0.84370 0.61860 1.000 0.0470 calc R

H6 H Uiso 0.44200 0.90750 0.83260 1.000 0.0350 calc R

H21 H Uiso 0.32540 0.47920 0.70930 1.000 0.0450 calc R
H22 H Uiso 0.30600 0.57190 0.84530 1.000 0.0450 calc R

loop

_atom site aniso_label

_atom site aniso U 11

_atom site aniso U 22

_atom site aniso U 33

_atom site aniso U 23

_atom site aniso U 13

_atom site aniso U 12

Csl 0.0326(2) 0.0231(2) 0.0234(2) -0.0004(2) -0.0033(2) 0.0032(1)
S1 0.0276(6) 0.0175(5) 0.0198(7) 0.0006(4) 0.0001(6) -0.0002(4)
011 0.035(3) 0.0250(17) 0.0280(18) -0.0063(14) -0.0050(17) 0.0007(16)



012 0.023(2) 0.0251(17) 0.0323(19) 0.0018(15) -0.0025(16) 0.0025(17)
013 0.040(3) 0.0203(17) 0.030(2) 0.0029(16) 0.0086(18) -0.0019(1l6)
N2 0.041(3) 0.032(3) 0.039(3) -0.014(2) 0.005(2) -0.009(2)

Cl 0.022(3) 0.027(2) 0.019(2) 0.0005(18) -0.003(2) 0.005(2)

C2 0.032(3) 0.025(2) 0.022(3) -0.0024(19) -0.001(2) 0.005(2)

C3 0.039(4) 0.031(3) 0.036(3) -0.005(2) 0.003(3) 0.016(3)

C4 0.043(4) 0.044(4) 0.036(3) 0.002(2) 0.015(3) 0.017(3)

C5 0.031(4) 0.047(3) 0.039(3) 0.009(3) 0.007(3) 0.002(3)

Cé6 0.024(3) 0.032(3) 0.031(3) 0.006(2) -0.003(2) -0.001(2)

_geom_special details
Bond distances, angles etc. have been calculated using the
rounded fractional coordinates. All su's are estimated
from the variances of the (full) variance-covariance matrix.
The cell esds are taken into account in the estimation of
distances, angles and torsion angles

’

loop

_geom _bond atom site label 1
_geom _bond atom site label 2
_geom_bond distance

_geom _bond site symmetry 1
_geom _bond site symmetry 2
_geom bond publ flag

Csl 01l1 3.095(3) yes
Csl 012 3.211 (4) . yes
Csl o1l1 3.246(4) 4 574 yes
Csl 013 3.226(4) 4 574 yes
Csl 012 3.402 (3) 4 575 yes
Csl 012 3.189(4) 7 555 yes
Csl 013 3.211(4) 7 555 yes
S1 o1l1 1.448 (4) no
S1 012 1.463(4) no
S1 013 1.467 (4) . . no
S1 C1l 1.769(5) . . no
N2 C2 1.374(8) no
N2 H22 0.8600 no
N2 H21 0.8600 no
C1l Cob 1.395(8) no
C1l C2 1.415(7) no
C2 C3 1.402(8) no
C3 Cc4 1.365(9) no
Cc4 C5 1.390(9) . . no
C5 Cob 1.388(9) . . no
C3 H3 0.9300 . . no
c4 H4 0.9300 . . no
C5 H5 0.9300 . . no
co H6 0.9300 . . no
loop

_geom_angle atom site label 1
_geom_angle atom site label 2
_geom_angle atom site label 3
_geom_angle
_geom_angle site symmetry 1
_geom_angle site symmetry 2



_geom_angle site symmetry 3

_geom_angle publ flag

011
011
011
011
011
011
011
011
012
012
012
012
012
011
011
011
011
011
012
013
012
013
012
012
012
Csl
Csl
Csl
Csl
Csl
Csl
Csl
Csl
Csl
Csl
Csl
Csl
H21
C2

C2

C2

S1

S1

N2

N2

Csl
Csl
Cl

Csl
C2

C3

c4

Cl

C2

c4

C3

Csl
Csl
Csl
Csl
Csl
Csl
Csl
Csl
Csl
Csl
Csl
Csl
Csl
Csl
Csl
Csl
Csl
Csl
Csl
Csl
Csl
Csl
Csl
Csl
Csl
011
011
011
012
012
012
012
012
012
013
013
013
N2
N2
N2
Cl
Cl
Cl
C2
C2
C2
C2
C2
C2
C3
c4
C5
C6
C3
C3
c4

012
011
013
012
C2
012
013
012
013
012
C2
012
013
013
012
C2
012
013
013
C2
013
013
012
013
013
S1
Csl
S1
S1
Csl
Csl
S1
S1
Csl
S1
S1
Csl
H22
H22
H21
C6
C6
C2
C1l
C3
N2
C3
C3
C1l
c4
C5
C6
C5
H3
H3
H4

45.23
86.65
130.62

108.14(12)
120.00
120.00
120.00

120.8
117.6
121.4
122.6
120.5
96.7
88.1
8
7
0
1
7

oY OY U1 W U1 W i U1 U1 W

4 574

4 574
4 574
4 574
4 574
4 574
4 575
4 574
7555
4 574
4 575
4 575
7555

4 575

4 574
7 545
4 574
4 575
7 545
4 575

4 574
4 574

4 574

4 574
4 574
4 575
4 575
7555
7 555

4 574
4 575
4 575
7 555
7 555
4 574
4 575
4 575
7 555
7 555
4 574
4 575
4 574
7 555
7 555
7 555
7555

4 575

4 574
7 545

7 545

7 545

yes
yes
yes
yes
yes
yes
yes
yes
yes
yes
yes
yes
yes
yes
yes
yes
yes
yes
yes
yes
yes
yes
yes
yes
yes
yes
yes
yes
yes
yes
yes
yes
yes
yes
yes
yes
yes
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no



C5 c4 H4 119.00 . . . no

c4 C5 HS 121.00 . . . no
C6 C5 HS 121.00 . . . no
Cl C6 H6 120.00 . . . no
C5 C6 H6 120.00 . . . no
loop

_geom_torsion atom site label 1
_geom_torsion atom site label 2
_geom_torsion atom site label 3
_geom_torsion atom site label 4
_geom_torsion
_geom_torsion site symmetry 1
_geom_torsion site symmetry 2
_geom_torsion site symmetry 3
_geom_torsion site symmetry 4
_geom_torsion publ flag

012 Ccsl 011 s1 5.30(16) . no
012 Ccsl 011 Ccsl -100.26(17) . . 4 575 no
011 Ccsl 011 Ccsl -166.28(13) 4 574 . . 4 575 no
013 Csl 011 s1 -59.9(3) 4 574 . . . no
013 csl 011 csl -165.45(11) 4 574 . . 4 575 no
012 Csl 011 s1 119.8(2) 4 575 . . . no
012 Csl 011 Csl 14.19(11) 4 575 . . 4 575 no
012 Ccsl 011 s1 56.0(3) 7_555 . . . 1o
012 Ccsl 011 Ccsl -49.5(3)  7_555 . . 4 575 no
013 Ccsl 011 s1 70.4(2)  7_555 . . . no
013 Ccsl 011 Ccsl -35.20(15)  7_555 . . 4 575 no
011 Ccsl 012 s1 -5.15(15) . no
011 Ccsl 012 Ccsl -118.10(18) 4 574 no
011 Ccsl 012 Ccsl 112.3(2) . 7 545 no
011 Ccsl 012 s1 99.85(19) 4 574 . . . 1o
011 Ccsl 012 Ccsl -13.10(10) 4 574 . . 4 574 no
011 Ccsl 012 Ccsl -142.75(19) 4 574 . . 7 545 no
013 csl 012 s1 129.75(17) 4 574 . . . 1o
013 csl 012 csl 16.80(13) 4 574 . . 4 574 no
013 Csl 012 Csl -112.85(16) 4 574 . . 7 545 no
012 Ccsl 012 s1 -64.09(17) 4 575 . . . 1o
012 Ccsl 012 Ccsl -177.03(11) 4 575 . . 4 574 no
012 csl 012 Csl 53.32(17) 4 575 . . 7_545 no
012 csl 012 s1 -162.20(15)  7_555 . . . no
012 csl 012 csl 84.86(12)  7_555 . . 4 574 no
012 Ccsl 012 Ccsl -44.79(18) 7 555 . . 7 545 no
013 Ccsl 012 s1 -126.38(17) 7 555 . . . 1o
013 csl 012 csl 120.67(12)  7_555 . . 4 574 no
013 csl 012 csl -8.98(16)  7_555 i i 7 545 no
011 csl s1 csl 33.56(9) 4 574 4 574 no
011 Ccsl s1 011 -14.2(2) 4 574 4 574 no
011 Ccsl s1 012 88.8(2) 4 574 4 574 no
011 Ccsl s1 013 -171.0(2) 4 574 4 574 no
011 Ccsl s1 c1 -93.5(3) 4 574 4 574 no
012 Ccsl s1 Ccsl -4.95(8) 4 574 4 574 no
012 Csl s1 011 -52.7(2) 4 574 4 574 no
012 Ccsl s1 012 50.3(2) 4 574 4 574 no
012 Ccsl s1 013 150.5(2) 4 574 4 574 no
012 Ccsl s1 c1 -132.0(3) 4 574 4 574 no
011 Ccsl 011 Ccsl 58.37(13) 4 574 4 574 no



O1l1
012
012
O1l1
012
011
011
011
012
012
012
011
011
O1l1
012
012
012
0l1
Ol1
O1l1
0l1
0l1
0l1
012
012
012
012
012
012
O1l1
0l1
012
012
Ol1
011
012
012
012
012
013
013
Cl

Cl

011
011
01l1
013
013
013
Cl

Cl

Cl

01l1
011
012
012
Cl

Cl

Csl
Csl
Csl
Csl
Csl
Csl
Csl
Csl
Csl
Csl
Csl
Csl
Csl
Csl
Csl
Csl
Csl
Csl
Csl
Csl
Csl
Csl
Csl
Csl
Csl
Csl
Csl
Csl
Csl
Csl
Csl
Csl
Csl
Csl
Csl
Csl
Csl
S1
S1
S1
S1
S1
S1
S1
S1
S1
S1
S1
S1
S1
S1
S1
S1
S1
S1
S1
S1
S1

O1l1
011
011
013
013
012
012
012
012
012
012
C2
Cc2
c2
c2
Cc2
Cc2
Sl
Sl
Sl
S1
S1
S1
Sl
Sl
S1
S1
S1
Sl
012
012
012
012
013
013
013
013
01l1
011
011
01l1
01l1
01l1
012
012
012
012
012
012
012
012
012
013
013
013
013
013
013

S1
Csl
S1
S1
S1
Csl
S1
Csl
Csl
S1
Csl
N2
Cl
C3
N2
Cl
C3
Csl
Csl
011
012
013
Cl
Csl
Csl
011
012
013
Cl
Csl
S1
Csl
S1
Csl
S1
Csl
S1
Csl
Csl
Csl
Csl
Csl
Csl
Csl
Csl
Csl
Csl
Csl
Csl
Csl
Csl
Csl
Csl
Csl
Csl
Csl
Csl
Csl

(

(

87.72(
-167.92(
127.84 (
-127.80 (

4 574
4 574
4 574
4 574
4 574
4 575
4 575
4 575
4 575
4 575
4 575
4 575
4 575
4 575
4 575
4 575
4 575
7 555
7 555
7 555
7 555
7555
7 555
7 555
7 555
7 555
7 555
7 555
7 555
7 555
7 555
7555
7 555
7 555
7 555
7 555
7 555

4 574
4 574
4 574
4 574
4 574
4 575
4 575
6 575
4 575
4 575
6 575
4 575
4 575
4 575
4 575
4 575
4 575
6 575
7 555
7 555
7 555
7555
7 555
6 575
7 555
7 555
7 555
7 555
7 555
7 555
7 555
7555
7 555
6 575
7 555
6 575
7 555

4 575
4 575
4 575

4 574
7 545

4 574
7 545

4 574
7 545
4 575
7 545
4 575
7 545
4 575
7 545

no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no



O1l1
011
012
012
013
013
S1
Sl
Sl
Cé6
Coé
Coé
Sl
c2
N2
Cl
Cc2
C3
c4

loop

Sl
S1
S1
Sl
Sl
Sl
Cl
Cl
Cl
Cl
Cl
Cl
Cl
Cl
c2
Cc2
C3
c4
C5

Cl
Cl
Cl
Cl
Cl
Cl
Cc2
Cc2
c2
c2
Cc2
Cc2
Cé
Cé6
C3
C3
Cc4
C5
C6

C2
Co
C2
Cc6
C2
C6
N2
C3
Csl
N2
C3
Csl
C5
C5
c4
c4
C5
Co
Cl

_geom_hbond atom site label D
_geom_hbond atom site label H
_geom_hbond_atom site label A

_geom_hbond _distance DH
_geom_hbond distance HA
_geom_hbond distance DA

_geom hbond angle DHA
_geom_hbond _site symmetry A
_geom_hbond publ flag

#
#D
#
N2
N2
Cé

A

H21
H22
H6

D-H H...A

013
013
01l1

# END of data for

(2)

0.86
0.86
0.93

4 574

. 4 574
-174.

173.

I O O 1
<=
. w O

D - H...A symm(A)

2.10 2.963(7) 176 4 564 yes
2.20 2.835(7) 130 . yes
2.51 2.899(8) 105 . no

no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no
no



