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In the asymmetric unit of the title compound,
[Cd(CyH,,N,0,)(H,0),]-2.5H,0, there are five water mole-
cules and two independent mononuclear complex molecules
in which the Cd" ions are in distorted octahedral coordination
environments, defined by N,O, donor sets. In the crystal
structure, extensive hydrogen bonding links molecules into
one-dimensional chains along the b axis.

Related literature
For related literature, see: Xu et al. (2004).
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Experimental

Crystal data

[Cd(C50H,N,04)(H,0),]-2.5H,0 V = 48162 (9) A®

M, = 547.87 Z=8

Monoclinic, P21/r3 Mo Ka radiation

a =13.9704 (16) A =095 mm™"

b =9.4600 (11) A T =294 (2) K
c=136471 (3) A 0.30 x 020 x 0.20 mm
B =92273 (2)°

Data collection

Bruker SMART CCD
diffractometer

Absorption correction: multi-scan
(SADABS; Sheldrick, 2001)
Tomin = 0.763, T = 0.832

49413 measured reflections
9436 independent reflections
7654 reflections with I > 20()
Rine = 0.075

Refinement

R[F? > 20(F?%)] = 0.050
wR(F?) = 0.123

S =1.06

9436 reflections

568 parameters

H-atom parameters constrained
APmax = 070 e A3

ApPpin = —0.85 ¢ A3

Table 1 .

Selected geometric parameters (A, °).

Cd1-05 2.245 (3) Cd2—011 2.235 (3)
Cd1—06 2.260 (3) Cd2—012 2247 (3)
Cd1—-01 2262 (3) Cd2—07 2277 (3)
Cd1—03 2282 (3) Cd2—09 2.307 (3)
Cd1—N2 2.392 (4) Cd2—N4 2.374 (3)
Cd1—N1 2.403 (3) Cd2—N3 2.387 (3)
05—Cd1—-06 91.93 (11) 011—Cd2—012 95.76 (12)
05—Cd1—01 95.67 (10) 011—Cd2—07 95.63 (11)
06—Cd1—01 93.92 (12) 012—Cd2—07 96.35 (12)
05—Cd1—-03 94.41 (10) 011—Cd2—09 96.09 (10)
06—Cd1—03 95.41 (11) 012—Cd2—09 93.47 (12)
01—Cd1—03 166.02 (11) 07—Cd2—09 163.87 (10)
05—Cd1—N2 89.43 (11) 011—Cd2—N4 161.46 (12)
06—Cd1—N2 168.10 (12) 012—Cd2—N4 99.07 (12)
01—Cd1—N2 97.71 (12) 07—Cd2—N4 93.74 (11)
03—Cd1—N2 72.70 (11) 09—Cd2—N4 72.03 (10)
05—Cd1—N1 161.94 (12) O11—Cd2—N3 89.20 (11)
06—Cd1—N1 102.62 (12) 012—Cd2—N3 168.40 (12)
01—Cd1—N1 72.97 (11) 07—Cd2—N3 72.68 (11)
03—Cd1—N1 94.80 (11) 09—Cd2—N3 96.43 (11)
N2—Cd1—N1 78.55 (12) N4—Cd2—N3 78.37 (12)
Table 2 .

Hydrogen-bond geometry (A, °).

D—H---A D—H H---A D---A D—H---A
O5—H5A---09' 0.82 1.90 2.717 (4) 173
05—H5B- - -08t 0.82 1.86 2.670 (4) 167
06—H6A- - -014 0.82 1.87 2.668 (4) 162
06—H6B- - -013" 0.82 2.19 2.680 (4) 119
06—H6B---018 0.82 2.51 2.938 (5) 114
O11—H114.--01" 0.83 1.83 2.654 (4) 178
O11—H11B---04" 0.82 1.84 2.651 (4) 165
O12—HI12C---018" 0.82 231 3.117 (5) 168
012—H12D---018" 0.82 2.00 2.769 (5) 155
O13—H13A4.---010" 0.82 1.99 2.799 (4) 169
O13—H13B---07 0.82 1.97 2.784 (4) 169
O14—H14A---015 0.82 2.18 2.829 (5) 136
014—H14B---010" 0.82 2.01 2.774 (5) 155
O15—HI54. --02 0.82 1.90 2.704 (4) 165
015—H15B- - -03"! 0.82 2.03 2786 (4) 153
O17—H17B- - -04" 0.98 2.00 2.778 (12) 134
018—H18B- --09' 0.98 2.48 3.323 (5) 144
C32—H324---018" 0.97 2.51 3.477 (6) 178

Symmetry codes: (i) x —1,y,z; (i) x — 1,y — 1, z; (iii) x,y — 1, z; (iv) x + 1, y,2; (V)
x4+1,y+1,z; (vi) —x+1, =y + 1, —z; (vii) x, y + 1, z; (vii)) —x + Ly + 1 —z+L

Data collection: SMART (Bruker, 2000); cell refinement: SAINT-
Plus (Bruker, 2000); data reduction: SAINT-Plus; program(s) used to
solve structure: SHELXS97 (Sheldrick, 1997); program(s) used to
refine structure: SHELXL97 (Sheldrick, 1997), WinGX2003
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(Farrugia, 1999); molecular graphics: PLATON (Spek, 2003); soft-
ware used to prepare material for publication: PLATON.

Supplementary data and figures for this paper are available from the
IUCr electronic archives (Reference: LH2562).
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Diaqua[(V,V'-dibenzylethane-1,2-diyldiimino)diacetato]cadmium(II) 2.5-hydrate

M. Zhang, A. Wumaierjiang, X. Meng and X. Xu

Comment

Previously we have synthesized the Cu(Il) complex of (HoL=[N,N'-bis(benzyl)ethane-1,2-diyldiimino]diacetate) (Xu et al.,
2004). Herein, we report the structure of the Cd(II) complex (1) with this ligand. In (1)(Fig 1) the asymmetric unit consists
of two independent complex molecules and and five molecules of solvent water. The coordination geometry around atoms
Cdl and Cd2 is distorted octahedral defined by a N»O4 donor set, from two amine N atoms, two carboxyl O atoms, and two
water O atoms (selected bond lengths and angles are given in Table 1). In the crystal structure (Fig. 2), extensive O—H--O

hydrogen bonds (Table 2) form one-dimensional chains along the b axis.

Experimental

The title complex was prepared according to the literature method (Xu et al., 2004). When Cd(CoH307),-2H>0(0.013 g,
0.05 mmol) was added to a stirred solution (pH = 9,containing NaOH) of HyL (0.018 g, 0.05 mmol) in HyO(15 ml), a white
precipitate formed immediately. After the pH of the solution was adjusted to 4-5 using dilute HCI, the resulting precipitete

was filtered off and dried. Crystals were obtanined by slow evaporation (two weeks) of a methanol solution(15 ml) of the
complex (1) (0.047 g,0.1 mmol).

Refinement

H atoms bonded to C atom were located at the geometrical positions with C—H =0.93A (aromatic), 0.97A (methylene)
and Ujso(H) = 1.2Ugq(aromatic and methylene C). H atoms bonded to water O atoms were contrained at their indicative
positions by using 'CALCOH' programme in WinGX 2003 (Farrugia, 1999) and the Ujso(H) value were set 1.5 times of their
carrier atoms. However, the calculated positions while sensible cause some H atoms, e.g. H12D, H17A, H18A, H18B and

H32A, to be involved in fairly close intermolecular contacts.

Figures
Fig. 1. The asymmetric unit showing 10% probability displacement ellipsoids.
Lk r' : ~i4 | Fig. 2. Part of the crystal structure showing the formation of a one-dimensional chains.
5o w s i | Dashed lines denote hydrogen bonds.
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Diaqua[(N,N'-dibenzylethane-1,2-diyldiimino)diacetato]cadmium(ll) 2.5-hydrate

Crystal data
[Cd(C20H22N204)(H201)2]-2.5H,0
M, = 547.87

Monoclinic, P2/n
Hall symbol: -P 2yn
a=13.9704 (16) A
b=9.4600 (11) A
c=36471 (3)A
B=92273 (2)
V'=4816.2 (9) A’
Z=8

Data collection

Bruker SMART-CCD
diffractometer

Radiation source: fine-focus sealed tube
Monochromator: graphite

T=2942)K

¢ and o scans

Absorption correction: multi-scan
(SADABS; Sheldrick, 2001)

Tmin = 07639 Tmax =0.832

49413 measured reflections

Refinement

Refinement on F*
Least-squares matrix: full
R[F? > 26(F*)] = 0.050
WR(F?) =0.123

S=1.06
9436 reflections

568 parameters

Primary atom site location: structure-invariant direct

methods

Fooo = 2248
Dy=1.511Mgm>

Mo Ko radiation
A=0.71073 A

Cell parameters from 5870 reflections
0=22-23.7°

w=095mm '

T=294(2)K

Block, colorless

0.30 x 0.20 x 0.20 mm

9436 independent reflections
7654 reflections with /> 2o(/)
Rint=0.075

Omax = 26.0°

Omin = 1.1°

h=-16—17

k=-11-11
I=—44—43

Secondary atom site location: difference Fourier map

Hydrogen site location: inferred from neighbouring

sites

H-atom parameters constrained
w = 1/[6*(Fo%) + (0.0654P)]

where P = (F> + 2F2)/3

(A/6)max = 0.001

Apmax =0.70 ¢ A3

APmin=—0.85¢ A3

Extinction correction: none
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Special details

Geometry. All e.s.d.'s (except the e.s.d. in the dihedral angle between two 1.s. planes) are estimated using the full covariance mat-
rix. The cell e.s.d.'s are taken into account individually in the estimation of e.s.d.'s in distances, angles and torsion angles; correlations
between e.s.d.'s in cell parameters are only used when they are defined by crystal symmetry. An approximate (isotropic) treatment of
cell e.s.d.'s is used for estimating e.s.d.'s involving l.s. planes.

Refinement. Refinement of F* against ALL reflections. The weighted R-factor wR and goodness of fit S are based on F2, convention-

al R-factors R are based on F, with F set to zero for negative F2. The threshold expression of F2 > 2sigma(F2) is used only for calculat-

ing R-factors(gt) efc. and is not relevant to the choice of reflections for refinement. R-factors based on F? are statistically about twice
as large as those based on F, and R— factors based on ALL data will be even larger.

Fractional atomic coordinates and isotropic or equivalent isotropic displacement parameters (/fz )

X y z Uiso*/Ueq
Cd1 0.14816 (2) 0.07448 (3) 0.123273 (9) 0.03309 (11)
Cd2 0.92890 (2) 0.51568 (3) 0.096232 (8) 0.03220 (11)
Cl 0.3374 (3) 0.1193 (5) 0.16963 (13) 0.0399 (11)
HIA 0.3235 0.2176 0.1748 0.048*
HI1B 0.4047 0.1031 0.1759 0.048*
C2 0.2773 (3) 0.0261 (5) 0.19337 (13) 0.0399 (11)
H2A 0.2892 —0.0722 0.1875 0.048*
H2B 0.2967 0.0407 0.2189 0.048*
c3 0.3710 (3) ~0.0346 (5) 0.11676 (14) 0.0395 (11)
H3A 0.3466 —0.0571 0.0922 0.047*
H3B 0.3558 —0.1135 0.1325 0.047*
C4 0.4789 (3) —0.0217 (4) 0.11599 (15) 0.0428 (12)
Cs 0.5373 (4) ~0.0648 (5) 0.14582 (17) 0.0604 (15)
H5 0.5105 —0.1022 0.1666 0.073*
c6 0.6385 (5) ~0.0509 (7) 0.1440 (2) 0.083 (2)
H6 0.6780 —0.0791 0.1638 0.099*
c7 0.6783 (4) 0.0040 (7) 0.1131 (3) 0.082 (2)
H7 0.7444 0.0141 0.1121 0.098*
Cs 0.6208 (4) 0.0428 (6) 0.0845 (2) 0.074 (2)
H8 0.6481 0.0785 0.0636 0.088*
C9 0.5230 (4) 0.0313 (5) 0.08524 (17) 0.0552 (14)
H9 0.4855 0.0594 0.0649 0.066*
C10 0.3432 (3) 0.2185 (4) 0.10856 (13) 0.0399 (11)
HI10A 0.3483 0.1918 0.0830 0.048*
H10B 0.4055 0.2528 0.1172 0.048*
Cll 0.2706 (3) 0.3398 (5) 0.11076 (12) 0.0386 (10)
c12 0.1427 (3) 0.1846 (5) 0.20828 (13) 0.0425 (11)
HI2A 0.0867 0.2236 0.1953 0.051*
HI12B 0.1934 0.2544 0.2074 0.051*
Cl13 0.1190 (3) 0.1623 (5) 0.24803 (13) 0.0434 (11)
Cl4 0.1891 (4) 0.1407 (5) 0.27534 (14) 0.0545 (13)
H14 0.2532 0.1462 0.2696 0.065*
Cls 0.1660 (5) 0.1116 (6) 031056 (17) 0.0727 (18)
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H15
Cl6
H16
C17
H17
CI18
H18
C19
HI19A
H19B
C20
C21
H21A
H21B
C22
H22A
H22B
C23
H23A
H23B
C24
C25
H25
C26
H26
C27
H27
C28
H28
C29
H29
C30
H30A
H30B
C31
C32
H32A
H32B
C33
C34
H34
C35
H35
C36
H36
C37
H37
C38
H38

0.2142
0.0723 (6)
0.0567
0.0019 (5)
-0.0618
0.0238 (4)
~0.0249
0.1158 (3)
0.0499
0.1384
0.1181 (3)
0.7233 (3)
0.7162
0.6731
0.7104 (3)
0.7169
0.6462
0.8227 (3)
0.8866
0.8143
0.7520 (3)
0.6727 (4)
0.6624
0.6077 (4)
0.5549
0.6218 (4)
0.5779
0.6994 (5)
0.7089
0.7637 (4)
0.8169
0.8477 (3)
0.8977
0.7938
0.8850 (3)
0.7600 (3)
0.8104
0.7634
0.6642 (3)
0.5872 (3)
0.5933
0.5012 (4)
0.4502
0.4905 (4)
0.4320
0.5650 (4)
0.5573
0.6524 (4)
0.7034

0.0974
0.1034 (7)
0.0827
0.1252 (7)
0.1196
0.1562 (6)
0.1726
~0.0682 (4)
~0.0383
~0.1037
~0.1894 (4)
0.5532 (4)
0.6526
0.5285
0.4670 (4)
0.3676
0.4819
0.3971 (4)
0.3896
0.3186
0.3804 (5)
0.2952 (5)
0.2515
0.2739 (7)
0.2153
0.3390 (7)
0.3258
0.4238 (7)
0.4680
0.4430 (6)
0.5004
0.6557 (4)
0.6278
0.6897
0.7769 (4)
0.6413 (4)
0.6594
0.7151
0.6535 (4)
0.7167 (5)
0.7479
0.7336 (6)
0.7778
0.6864 (6)
0.6973
0.6230 (6)
0.5908
0.6072 (5)
0.5649

0.3285
0.31944 (18)
0.3434
0.2935 (2)
0.2999
0.25756 (16)
0.2400
0.19762 (12)
0.1999
0.2214
0.16968 (12)
0.12492 (12)
0.1189
0.1414
0.09019 (12)
0.0962
0.0798
0.16563 (13)
0.1768
0.1487
0.19530 (12)
0.18932 (15)
0.1667
0.21691 (18)
0.2128
0.24973 (16)
0.2679
0.25645 (15)
0.2791
0.22915 (14)
0.2338
0.16554 (12)
0.1833
0.1790
0.14203 (12)
0.04399 (13)
0.0270
0.0625
0.02302 (13)
0.03930 (16)
0.0635
0.0197 (2)
0.0306
~0.0153 (2)
~0.0280
~0.03202 (15)
~0.0560
~0.01280 (14)
~0.0242

0.087*
0.084 (2)
0.101*
0.084 (2)
0.100*
0.0658 (16)
0.079*
0.0391 (10)
0.047*
0.047*
0.0359 (10)
0.0347 (10)
0.042*
0.042*
0.0345 (10)
0.041*
0.041*
0.0402 (11)
0.048*
0.048*
0.0382 (10)
0.0572 (14)
0.069*
0.0701 (17)
0.084*
0.0652 (16)
0.078*
0.0663 (17)
0.080*
0.0541 (13)
0.065*
0.0362 (10)
0.043*
0.043*
0.0330 (9)
0.0378 (10)
0.045%
0.045%
0.0394 (11)
0.0562 (14)
0.067*
0.0722 (18)
0.087*
0.0695 (18)
0.083*
0.0590 (15)
0.071*
0.0494 (12)
0.059*
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C39 0.7928 (3)
H39A 0.8291
H39B 0.7304
C40 0.8448 (3)
N1 0.3196 (2)
N2 0.1734 (2)
N3 0.8172 (2)
N4 0.7803 (2)
ol 0.1857 (2)
02 0.2997 (2)
03 0.1434 (2)
04 0.0931 (2)
05 ~0.0086 (2)
HSA ~0.0358
HSB -0.0472
06 0.1234 (2)
H6A 0.1720
H6B 0.0814
07 0.9119 (2)
08 0.8889 (2)
09 0.8997 (2)
010 0.8308 (2)
o1l 1.0454 (2)
HIIA 1.0896
HIIB 1.0675
012 1.0267 (2)
HI12C 0.9959
HI2D 1.0535
013 0.9549 (2)
HI3A 0.9154
HI3B 0.9410
014 0.2542 (2)
HI4A 0.2619
H14B 0.2466
015 0.1875 (2)
HISA 0.2135
HI5B 0.1561
017 0.4568 (8)
HI7A 0.5273
H17B 0.4361
018 0.0625 (3)
HISA 0.1329
HISB 0.0417

Atomic displacement parameters (142 )

Ull U22
0.03535 (18)

cdl 0.03149 (18)

0.3874 (4)
0.4212
0.3575
0.2595 (4)
0.0923 (3)
0.0553 (3)
0.5310 (3)
0.5037 (3)
0.3060 (3)
0.4583 (3)
~0.1601 (3)
~0.3067 (3)
0.1096 (3)
0.1668
0.0522
0.0431 (3)
0.0060
0.0475
0.7488 (3)
0.8951 (3)
0.2819 (3)
0.1429 (3)
0.4736 (3)
0.4215
0.5445
0.5476 (4)
0.5922
0.4824
0.9130 (3)
0.9745
0.8746
0.8830 (4)
0.8041
0.8736
0.6709 (3)
0.6036
0.7131
0.0413 (13)
0.0413
0.0413
0.2882 (4)
0.2881
0.2881

0.0322 (2)

0.03638 (12) 0.0355 (10)
0.0160 0.043*
0.0267 0.043*
0.05404 (12) 0.0337 (10)
0.12969 (10) 0.0332 (8)
0.18834 (10) 0.0338 (8)
0.14395 (10) 0.0323 (8)
0.06244 (10) 0.0326 (8)
0.11787 (9) 0.0479 (8)
0.10453 (10) 0.0505 (9)
0.13766 (8) 0.0389 (7)
0.18056 (9) 0.0473 (8)
0.13117 (8) 0.0409 (7)
0.1175 0.061*
0.1388 0.061*
0.06219 (8) 0.0467 (8)
0.0545 0.070*
0.0459 0.070*
0.11012 (8) 0.0393 (7)
0.15652 (9) 0.0440 (8)
0.08162 (8) 0.0377 (7)
0.03897 (9) 0.0455 (8)
0.13859 (8) 0.0409 (7)
0.1326 0.061*
0.1490 0.061*
0.04948 (9) 0.0505 (8)
0.0338 0.076*
0.0392 0.076*
0.04959 (9) 0.0491 (8)
0.0440 0.074*
0.0689 0.074*
0.03073 (9) 0.0566 (9)
0.0397 0.085*
0.0085 0.085*
0.07808 (9) 0.0483 (8)
0.0886 0.072*
0.0931 0.072*
0.2579 (3) 0.271 (6)
0.2579 0.406*
0.2833 0.406*
0.01765 (10) 0.0739 (12)
0.0176 0.111%
0.0431 0.111%

U12 U13 U23

0.00266 (12) ~0.00139 (13)  —0.00107 (13)
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Cd2
Cl1
C2
C3
C4
C5
C6
C7
C8
C9
C10
Cl11
Cl12
Cl13
Cl14
Cl15
Cl6
C17
CI18
C19
C20
C21
C22
C23
C24
C25
C26
C27
C28
C29
C30
C31
C32
C33
C34
C35
C36
C37
C38
C39
C40
N1
N2
N3
N4
01
02
03
04

0.02739 (17)
0.034 (2)
0.046 (3)
0.033 (2)
0.035 (2)
0.052 (3)
0.061 (4)
0.041 (3)
0.049 (3)
0.046 (3)
0.035 (2)
0.040 (3)
0.045 (3)
0.051 (3)
0.073 (4)
0.109 (5)
0.124 (6)
0.079 (4)
0.066 (4)
0.048 (3)
0.034 (2)
0.032 (2)
0.027 (2)
0.047 (3)
0.048 (3)
0.075 (4)
0.060 (4)
0.068 (4)
0.089 (5)
0.065 (3)
0.041 (2)
0.027 (2)
0.037 (2)
0.036 (2)
0.051 (3)
0.044 (3)
0.049 (3)
0.058 (3)
0.052 (3)
0.033 (2)
0.029 (2)
0.0298 (18)
0.039 (2)
0.0331 (19)
0.0302 (18)
0.0391 (17)
0.053 (2)
0.0528 (19)
0.063 (2)

0.03698 (18)
0.034 (2)
0.038 (2)
0.035 (2)
0.027 (2)
0.048 (3)
0.060 (4)
0.054 (4)
0.049 (3)
0.046 (3)
0.032 (2)
0.037 (2)
0.037 (2)
0.038 (2)
0.054 (3)
0.060 (4)
0.084 (5)
0.100 (5)
0.081 (4)
0.035 (2)
0.036 (2)
0.036 (2)
0.034 (2)
0.033 (2)
0.037 (2)
0.052 (3)
0.076 (4)
0.080 (4)
0.078 (4)
0.061 (3)
0.038 (2)
0.035 (2)
0.035 (2)
0.034 (2)
0.048 (3)
0.062 (4)
0.064 (4)
0.066 (3)
0.053 (3)
0.039 (2)
0.037 (2)
0.0297 (18)
0.0314 (18)
0.0297 (17)
0.0365 (19)
0.0316 (16)
0.0289 (16)
0.0358 (16)
0.0323 (17)

0.0323 (2)
0.051 (3)
0.035 (3)
0.051 (3)
0.066 (4)
0.080 (4)
0.123 (7)
0.150 (8)
0.125 (6)
0.075 (4)
0.053 (3)
0.039 (3)
0.046 (3)
0.041 (3)
0.036 (3)
0.049 (4)
0.046 (4)
0.074 (5)
0.051 (4)
0.034 (3)
0.037 (3)
0.037 (3)
0.043 (3)
0.041 (3)
0.029 (3)
0.045 (3)
0.076 (5)
0.050 (4)
0.032 (3)
0.036 (3)
0.030 (2)
0.037 (3)
0.041 (3)
0.048 (3)
0.069 (4)
0.110 (6)
0.092 (5)
0.052 (3)
0.043 (3)
0.035 (3)
0.035 (3)
0.040 (2)
0.031 (2)
0.034 (2)
0.031 (2)
0.073 (2)
0.071 (3)
0.0282 (17)
0.046 (2)

0.00211 (12)
~0.0021 (18)
0.003 (2)
0.0056 (18)
0.0105 (18)
0.017 (2)
0.027 (3)
0.007 (3)
0.007 (3)
0.013 (2)
0.0050 (18)
0.004 (2)
0.005 (2)
~0.005 (2)
-0.013 3)
-0.019 (4)
-0.041 (4)
~0.027 (4)
~0.004 (3)
~0.0018 (19)
0.0086 (18)
0.0044 (18)
~0.0012 (17)
0.0050 (19)
0.002 (2)
-0.020 3)
-0.017 (3)
0.018 (3)
0.015 (4)
~0.007 (3)
0.0013 (19)
0.0012 (17)
~0.0020 (18)
0.0012 (18)
0.012 (2)
0.017 (3)
~0.009 (3)
-0.016 (3)
~0.003 (2)
0.0023 (18)
0.0016 (18)
0.0057 (14)
~0.0004 (15)
0.0001 (14)
0.0048 (14)
0.0073 (14)
0.0011 (14)
0.0025 (14)
~0.0073 (15)

0.00186 (13)
~0.004 (2)
~0.007 (2)
0.001 (2)
~0.007 (2)
—0.011 3)
—0.042 (4)
0.000 (4)
0.031 (4)
0.010 (3)
0.007 (2)
~0.001 (2)
0.001 (2)
0.006 (2)
0.004 (3)
~0.001 (4)
0.021 (4)
0.039 (4)
0.008 (3)
0.002 (2)
~0.007 (2)
0.0097 (19)
0.0058 (19)
0.006 (2)
0.002 (2)
0.008 (3)
0.015 (3)
0.025 (3)
0.011 3)
0.001 (3)
0.0041 (19)
0.0014 (19)
0.000 (2)
~0.005 (2)
~0.008 (3)
~0.007 (3)
~0.028 (3)
~0.019 (3)
~0.002 (2)
0.0026 (19)
0.0046 (19)
0.0031 (16)
0.0013 (16)
0.0045 (16)
0.0012 (16)
0.0055 (16)
0.0105 (18)
0.0024 (14)
~0.0024 (16)

~0.00149 (13)
~0.006 (2)
-0.002 (2)
~0.004 (2)
~0.008 (2)
-0.002 (3)
~0.025 (4)
~0.020 (4)
~0.001 (4)
0.000 (3)
0.005 (2)
~0.003 (2)
~0.009 (2)
-0.014 (2)
~0.011 (2)
-0.013 3)
-0.019 (3)
~0.036 (4)
-0.030 3)
~0.0057 (19)
~0.004 (2)
0.0029 (19)
0.002 (2)
0.004 (2)
0.008 (2)
0.004 (3)
0.021 (4)
0.025 (3)
0.016 (3)
0.010 (3)
0.0007 (19)
0.005 (2)
0.007 (2)
0.012 (2)
~0.005 (3)
0.008 (4)
0.032 (4)
0.021 (3)
0.014 (2)
0.001 (2)
0.001 (2)
0.0033 (16)
~0.0031 (15)
0.0036 (16)
0.0024 (16)
~0.0013 (16)
0.0000 (16)
~0.0035 (14)
0.0007 (15)
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supplementary materials

05 0.0328 (16) 0.0400 (16) 0.050 (2) 0.0018 (13) 0.0012 (14) 0.0115 (15)
06 0.053 (2) 0.0544 (19) 0.0327 (19) 0.0056 (16) ~0.0027 (15) ~0.0052 (15)
07 0.0449 (17) 0.0385 (16) 0.0348 (18) ~0.0021 (14) 0.0061 (14) 0.0048 (14)
08 0.0524 (19) 0.0312 (16) 0.049 (2) ~0.0008 (14) 0.0080 (16) ~0.0058 (15)
09 0.0386 (16) 0.0372 (16) 0.0364 (18) 0.0076 (13) ~0.0120 (14) ~0.0024 (14)
010 0.0518 (19) 0.0351 (17) 0.049 (2) 0.0034 (14) ~0.0083 (16) ~0.0030 (15)
o1l 0.0346 (16) 0.0401 (16) 0.047 (2) 0.0077 (13) ~0.0069 (14) ~0.0119 (15)
012 0.050 (2) 0.065 (2) 0.037 (2) 0.0072 (17) 0.0081 (16) 0.0054 (17)
013 0.055 (2) 0.0491 (19) 0.044 (2) 0.0048 (16) 0.0049 (16) 0.0056 (16)
014 0.063 (2) 0.061 (2) 0.045 (2) 0.0034 (18) ~0.0025 (17) ~0.0042 (18)
015 0.061 (2) 0.0407 (17) 0.044 (2) 0.0095 (15) 0.0061 (16) 0.0031 (15)
017 0.225 (11) 0.413 (17) 0.175 (9) ~0.078 (11) 0.034 (8) ~0.037 (10)
018 0.086 (3) 0.080 (3) 0.057 (3) 0.010 (2) 0.027 (2) 0.005 (2)

Geometric parameters (4, °)

Cd1—05 2.245 (3) C21—H21B 0.9700
cd1—06 2.260 (3) C22—N4 1.475 (5)
cd1—Ol1 2.262 (3) C22—H22A 0.9700
Cd1—03 2.282 (3) C22—H22B 0.9700
Cd1—N2 2.392 (4) C23—N3 1.493 (5)
Cd1—N1 2.403 (3) C23—C24 1.501 (6)
Ccd2—o0l1 2.235 (3) C23—H23A 0.9700
Ccd2—012 2.247 (3) C23—H23B 0.9700
Ccd2—07 2.277 (3) C24—C29 1.374 (7)
Cd2—09 2.307 (3) C24—C25 1.381 (6)
Cd2—N4 2.374 (3) C25—C26 1.396 (7)
Cd2—N3 2.387 (3) C25—H25 0.9300
Cl1—NI1 1.490 (6) C26—C27 1.354 (8)
Ccl—C2 1.514 (6) C26—H26 0.9300
Cl—HIA 0.9700 C27—C28 1.363 (8)
Cl1—HIB 0.9700 C27—H27 0.9300
C2—N2 1.482 (5) C28—C29 1.379 (7)
C2—H2A 0.9700 C28—H28 0.9300
C2—H2B 0.9700 C29—H29 0.9300
C3—NI1 1.485 (5) C30—N3 1.472 (5)
c3—C4 1.514 (6) C30—C31 1.535 (6)
C3—H3A 0.9700 C30—H30A 0.9700
C3—H3B 0.9700 C30—H30B 0.9700
C4—C9 1.394 (7) C31—08 1.237 (5)
C4—C5 1.395 (7) C31—07 1.265 (5)
C5—C6 1.425 (8) C32—N4 1.488 (5)
C5—H5 0.9300 C32—C33 1.519 (6)
Cc6—C7 1.376 (10) C32—H32A 0.9700
C6—H6 0.9300 C32—H32B 0.9700
C7—C8 1.343 (9) C33—C38 1.382 (7)
C7—H7 0.9300 C33—C34 1.385 (7)
C8—C9 1.373 (7) C34—C35 1.383 (7)
C8—H8 0.9300 C34—H34 0.9300
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C9—H9
C10—N1
C10—Cl11
C10—H10A
C10—H10B
C11—02
C11—01
CI12—N2
C12—C13
CI12—HI12A
CI12—H12B
C13—Cl14
C13—CI18
C14—Cl15
Cl14—H14
C15—Cl16
C15—H15
C16—C17
Cl16—H16
C17—CI18
C17—H17
CI18—H18
C19—N2
C19—C20
C19—HI19A
C19—HI19B
C20—04
C20—03
C21—N3
C21—C22
C21—H21A
05—Cd1—06
05—Cd1—O01
06—Cd1—O01
05—Cd1—03
06—Cd1—03
01—Cd1—03
05—Cd1—N2
06—Cd1—N2
01—Cd1—N2
03—Cd1—N2
05—Cd1—N1
06—Cd1—NI1
01—Cd1—N1
03—Cd1—N1
N2—Cd1—N1

011—Cd2—O012

011—Cd2—07
012—Cd2—O07

0.9300
1.466 (5)
1.535 (6)
0.9700
0.9700
1.217 (5)
1.265 (5)
1.495 (5)
1.514 (6)
0.9700
0.9700
1.384 (7)
1.388 (7)
1.365 (7)
0.9300
1.363 (9)
0.9300
1.352 (10)
0.9300
1.391 (8)
0.9300
0.9300
1.466 (5)
1.535 (6)
0.9700
0.9700
1.233 (5)
1.264 (5)
1.476 (5)
1.511 (6)
0.9700

91.93 (11)
95.67 (10)
93.92 (12)
94.41 (10)
95.41 (11)
166.02 (11)
89.43 (11)
168.10 (12)
97.71 (12)
72.70 (11)
161.94 (12)
102.62 (12)
72.97 (11)
94.80 (11)
78.55 (12)
95.76 (12)
95.63 (11)
96.35 (12)

C35—C36
C35—H35
C36—C37
C36—H36
C37—C38
C37—H37
C38—H38
C39—N4
C39—C40
C39—H39A
C39—H39B
C40—O010
C40—09
O5—H5A
O5—H5B
O6—H6A
0O6—H6B
Ol11—HI11A
O11—H11B
012—H12C
O12—HI12D
O13—HI3A
O13—HI13B
O14—HI14A
O14—H14B
O15—HI5A
O15—HI15B
O17—HI17A
O17—H17B
O18—HIBA
O18—H18B

C21—C22—H22A
N4—C22—H22B
C21—C22—H22B
H22A—C22—H22B
N3—C23—C24
N3—C23—H23A
C24—C23—H23A
N3—C23—H23B
C24—C23—H23B
H23A—C23—H23B
C29—C24—C25
C29—C24—C23
C25—C24—C23
C24—C25—C26
C24—C25—H25
C26—C25—H25
C27—C26—C25
C27—C26—H26

1.354 (9)
0.9300
1.365 (8)
0.9300
1.392 (7)
0.9300
0.9300
1.469 (5)
1.539 (6)
0.9700
0.9700
1.244 (5)
1.259 (5)
0.8190
0.8211
0.8236
0.8177
0.8264
0.8238
0.8201
0.8201
0.8224
0.8215
0.8201
0.8200
0.8200
0.8200
0.9840
0.9827
0.9835
0.9839

109.0
109.0
109.0
107.8
116.7 (3)
108.1
108.1
108.1
108.1
107.3
117.4 (5)
123.0 (4)
119.6 (4)
120.7 (5)
119.6
119.6
119.7 (6)
120.2
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011—Cd2—09
012—Cd2—O09
07—Cd2—O09
011—Cd2—N4
012—Cd2—N4
07—Cd2—N4
09—Cd2—N4
011—Cd2—N3
012—Cd2—N3
O7—Cd2—N3
09—Cd2—N3
N4—Cd2—N3
N1I—C1—C2
N1I—C1—HIA
C2—Cl1—HI1A
N1—C1—HIB
C2—C1—HIB
H1A—C1—HIB
N2—C2—Cl1
N2—C2—H2A
C1—C2—H2A
N2—C2—H2B
Cl1—C2—H2B
H2A—C2—H2B
N1—C3—C4
N1—C3—H3A
C4—C3—H3A
N1—C3—H3B
C4—C3—H3B
H3A—C3—H3B
C9—C4—C5
C9—C4—C3
C5—C4—C3
C4—C5—C6
C4—C5—H5
C6—C5—H5
C7—C6—C5
C7—C6—H6
C5—C6—H6
C8—C7—C6
C8—C7—H7
C6—C7—H7
C7—C8—C9
C7—C8—HS
C9—C8—HS
C8—C9—C4
C8—C9—H9
C4—C9—H9
N1—C10—C11

96.09 (10)
93.47 (12)
163.87 (10)
161.46 (12)
99.07 (12)
93.74 (11)
72.03 (10)
89.20 (11)
168.40 (12)
72.68 (11)
96.43 (11)
78.37 (12)
112.6 (3)
109.1
109.1
109.1
109.1
107.8
112.6 (4)
109.1
109.1
109.1
109.1
107.8
115.8 (4)
108.3
108.3
108.3
108.3
107.4
118.0 (5)
121.0 (4)
120.9 (5)
119.2 (6)
120.4
120.4
120.5 (6)
119.8
119.8
119.4 (6)
120.3
120.3
121.9 (7)
119.0
119.0
121.0 (6)
119.5
119.5
114.7 (3)

C25—C26—H26 120.2
C26—C27—C28 120.9 (5)
C26—C27—H27 119.5
C28—C27—H27 119.5
C27—C28—C29 118.9 (6)
C27—C28—H28 120.5
C29—C28—H28 120.5
C24—C29—C28 122.3 (5)
C24—C29—H29 118.9
C28—C29—H29 118.9
N3—C30—C31 113.4 (3)
N3—C30—H30A 108.9
C31—C30—H30A 108.9
N3—C30—H30B 108.9
C31—C30—H30B 108.9
H30A—C30—H30B 107.7
08—C31—07 125.0 (4)
08—C31—C30 116.5 (4)
07—C31—C30 118.5 (4)
N4—C32—C33 116.3 (3)
N4—C32—H32A 108.2
C33—C32—H32A 108.2
N4—C32—H32B 108.2
C33—C32—H32B 108.2
H32A—C32—H32B 107.4
C38—C33—C34 118.5 (4)
C38—C33—C32 121.5 (4)
C34—C33—C32 120.0 (4)
C35—C34—C33 120.1 (5)
C35—C34—H34 119.9
C33—C34—H34 119.9
C36—C35—C34 120.7 (6)
C36—C35—H35 119.7
C34—C35—H35 119.7
C35—C36—C37 120.6 (5)
C35—C36—H36 119.7
C37—C36—H36 119.7
C36—C37—C38 119.4 (6)
C36—C37—H37 120.3
C38—C37—H37 120.3
C33—C38—C37 120.8 (5)
C33—C38—H38 119.6
C37—C38—H38 119.6
N4—C39—C40 112.6 (3)
N4—C39—H39A 109.1
C40—C39—H39A 109.1
N4—C39—H39B 109.1
C40—C39—H39B 109.1
H39A—C39—H39B 107.8
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N1—C10—HI10A
C11—C10—H10A
N1—C10—H10B
C11—C10—H10B
H10A—C10—H10B
02—C11—O01
02—C11—C10
01—C11—C10
N2—C12—C13
N2—C12—HI2A
CI13—CI12—HI12A
N2—C12—H12B
C13—C12—H12B
H12A—C12—H12B
C14—CI13—CI18
Cl14—C13—C12
C18—C13—C12
C15—C14—C13
C15—C14—H14
C13—C14—H14
Cl16—C15—Cl14
Cl16—C15—H15
C14—CI15—H15
C17—C16—CI15
C17—Cl16—H16
C15—Cl16—H16
C16—C17—CI18
Cl16—C17—H17
C18—C17—H17
C13—C18—C17
CI13—C18—H18
C17—C18—H18
N2—C19—C20
N2—C19—HI9%9A
C20—C19—H19A
N2—C19—H19B
C20—C19—H19B
H19A—C19—H19B
04—C20—03
04—C20—C19
03—C20—C19
N3—C21—C22
N3—C21—H21A
C22—C21—H21A
N3—C21—H21B
C22—C21—H21B
H21A—C21—H21B
N4—C22—C21
N4—C22—H22A

108.6
108.6
108.6
108.6
107.6
126.4 (4)
116.9 (4)
116.7 (4)
115.4 (4)
108.4
108.4
108.4
108.4
107.5
118.1 (5)
122.3 (4)
119.6 (5)
121.3 (6)
119.3
119.3
120.0 (6)
120.0
120.0
120.3 (6)
119.9
119.9
120.6 (6)
119.7
119.7
119.6 (6)
120.2
120.2
114.6 (4)
108.6
108.6
108.6
108.6
107.6
126.0 (4)
116.4 (4)
117.6 (4)
113.0 (3)
109.0
109.0
109.0
109.0
107.8
112.9 (3)
109.0

010—C40—09
010—C40—C39
09—C40—C39
Cl10—N1—C3
Cl10—N1—C1
C3—N1—Cl1
C10—N1—Cd1
C3—N1—Cd1
Cl—N1—Cd1
Cl19—N2—C2
C19—N2—C12
C2—N2—C12
C19—N2—Cd1
C2—N2—Cd1
C12—N2—Cd1
C30—N3—C21
C30—N3—C23
C21—N3—C23
C30—N3—Cd2
C21—N3—Cd2
C23—N3—Cd2
C39—N4—C22
C39—N4—C32
C22—N4—C32
C39—N4—Cd2
C22—N4—Cd2
C32—N4—Cd2
Cl11—O01—Cdl1
C20—03—Cd1
Cd1—O5—HS5A
Cd1—O5—H5B
H5A—O05—HS5B
Cd1—O6—H6A
Cd1—O6—H6B
H6A—O6—H6B
C31—07—Cd2
C40—09—Cd2
Cd2—O11—H11A
Cd2—O11—H11B
H11A—O11—H11B
Cd2—O012—H]12C
Cd2—0O12—HI12D
H12C—0O12—H12D
H13A—O013—HI13B
H14A—O014—H14B
H15A—O015—HI15B
H17A—O017—H17B
H18A—O018—H18B

125.6 (4)
116.7 (4)
117.7 (4)
111.7 (3)
110.0 (3)
112.6 (3)
104.5 (2)
113.9 (2)
103.6 (2)
111.5 (3)
111.6 (3)
113.0 (3)
103.2 (3)
104.0 (3)
112.8 (3)
111.7 (3)
112.9 (3)
113.3 (3)
104.8 (2)
105.1 (2)
108.3 (2)
111.5 (3)
112.8 (3)
113.4 (3)
104.4 (2)
104.1 (2)
109.9 (2)
119.0 (3)
115.9 (3)
116.8
127.1
110.3
107.1
141.7
110.7
116.5 (3)
116.3 (3)
117.1
115.0
109.6
106.3
123.3
107.7
110.2
107.7
107.7
109.4
109.5
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N1I—C1—C2—N2
N1—C3—C4—C9
N1—C3—C4—C5
C9—C4—C5—C6
C3—C4—C5—C6
C4—C5—C6—C7
C5—C6—C7—C8
C6—C7T—C8—C9
C7—C8—C9—C4
C5—C4—C9—C8
C3—C4—C9—C8
N1—C10—C11—02
N1—C10—C11—O01
N2—C12—C13—C14
N2—C12—C13—C18
C18—C13—C14—C15
C12—C13—C14—C15
C13—C14—C15—C16
Cl14—C15—C16—C17
C15—C16—C17—C18
C14—C13—C18—C17
C12—C13—C18—C17
C16—C17—C18—C13
N2—C19—C20—04
N2—C19—C20—03
N3—C21—C22—N4
N3—C23—C24—C29
N3—C23—C24—C25
C29—C24—C25—C26
C23—C24—C25—C26
C24—C25—C26—C27
C25—C26—C27—C28
C26—C27—C28—C29
C25—C24—C29—C28
C23—C24—C29—C28
C27—C28—C29—C24
N3—C30—C31—08
N3—C30—C31—07
N4—C32—C33—C38
N4—C32—C33—C34
C38—C33—C34—C35
C32—C33—C34—C35
C33—C34—C35—C36
C34—C35—C36—C37
C35—C36—C37—C38
C34—C33—C38—C37
C32—C33—C38—C37
C36—C37—C38—C33
N4—C39—C40—O010

~64.9 (5)
~88.1 (5)
93.0 (5)
1.1 (7)
~180.0 (4)
-0.2 (8)
~0.8(9)
1.0 (9)
~0.1(9)
~1.0(7)
~179.9 (5)
156.5 (4)
~25.4 (6)
74.1 (6)
~102.7 (5)
1.2 (8)
~175.7 (5)
~0.1(9)
~0.6 (10)
0.1 (10)
~1.7(8)
175.3 (5)
1.1 (10)
161.2 (4)
~20.1 (5)
~62.1 (5)
~79.8 (6)
102.3 (5)
-0.3(8)
177.7 (5)
1.0 (9)
-0.9(9)
0.2 (9)
~0.4(7)
~178.3 (5)
0.4 (8)
162.4 (4)
~19.6 (5)
-84.9 (5)
97.4 (5)
—0.6(7)
177.1 (5)
1.3 9)
~0.9(9)
0.0 (8)
-0.3(7)
~178.0 (4)
0.6 (8)
156.5 (4)

N1—Cd1—N2—C19
05—Cd1—N2—C2
06—Cd1—N2—C2
01—Cd1—N2—C2
03—Cd1—N2—C2
N1I—Cd1—N2—C2
05—Cd1—N2—C12
06—Cd1—N2—C12
01—Cd1—N2—C12
03—Cd1—N2—C12
NI—Cd1—N2—C12
C31—C30—N3—C21
C31—C30—N3—C23
C31—C30—N3—Cd2
C22—C21—N3—C30
C22—C21—N3—C23
C22—C21—N3—Cd2
C24—C23—N3—C30
C24—C23—N3—C21
C24—C23—N3—Cd2
011—Cd2—N3—C30
012—Cd2—N3—C30
07—Cd2—N3—C30
09—Cd2—N3—C30
N4—Cd2—N3—C30
011—Cd2—N3—C21
012—Cd2—N3—C21
07—Cd2—N3—C21
09—Cd2—N3—C21
N4—Cd2—N3—C21
011—Cd2—N3—C23
012—Cd2—N3—C23
O07—Cd2—N3—C23
09—Cd2—N3—C23
N4—Cd2—N3—C23
C40—C39—N4—C22
C40—C39—N4—C32
C40—C39—N4—Cd2
C21—C22—N4—C39
C21—C22—N4—C32
C21—C22—N4—Cd2
C33—C32—N4—C39
C33—C32—N4—C22
C33—C32—N4—Cd2
011—Cd2—N4—C39
012—Cd2—N4—C39
07—Cd2—N4—C39
09—Cd2—N4—C39
N3—Cd2—N4—C39

~131.6 (3)
178.6 (2)
81.9 (6)
-85.8(2)
83.8 (2)
~15.0 (2)
~58.6 (3)
~155.3 (5)
37.0 (3)
~153.4 (3)
107.8 (3)
~76.4 (4)
154.5 (3)
36.9 (4)
152.5 (3)
~78.6 (4)
39.4 (4)
69.2 (5)
-59.0 (5)
~175.2 (3)
64.9 (2)
-50.7 (7)
-31.3(2)
160.9 (2)
~129.0 3)
~177.2 (2)
67.2(7)
86.6 (2)
-81.2(2)
~11.1(2)
-55.9(3)
~171.4 (5)
~152.0 (3)
40.2 (3)
110.3 (3)
—69.7 (4)
161.4 (3)
42.1 (4)
157.3 3)
~74.0 (4)
45.4 (4)
67.5 (5)
—60.4 (5)
~176.5 (3)
~85.7 (4)
57.0 (3)
154.1 (2)
-33.7(2)
~134.5 (3)
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N4—C39—C40—09
C11—C10—N1—C3
C11—C10—N1—C1
C11—C10—N1—Cd1
C4—C3—N1—C10
C4—C3—N1—C1
C4—C3—N1—Cdl
C2—C1—N1—C10
C2—C1—N1—C3
C2—C1—NI1—Cdl1
05—Cd1—N1—C10
06—Cd1—N1—C10
01—Cd1—N1—C10
03—Cd1—N1—C10
N2—Cd1—N1—C10
05—Cd1—N1—C3
06—Cd1—N1—C3
01—Cd1—N1—C3
03—Cd1—N1—C3
N2—Cd1—N1—C3
05—Cd1—N1—C1
06—Cd1—N1—C1
01—Cd1—N1—C1
03—Cd1—N1—C1
N2—Cd1—N1—Cl1
C20—C19—N2—C2
C20—C19—N2—C12
C20—C19—N2—Cd1
C1—C2—N2—C19
Cl1—C2—N2—C12
Cl—C2—N2—Cdl1
C13—C12—N2—C19
CI13—CI12—N2—C2
C13—C12—N2—Cd1
05—Cd1—N2—C19
06—Cd1—N2—C19
01—Cd1—N2—C19
03—Cd1—N2—C19

Hydrogen-bond geometry (4, ©)

DH-A
05—H5A+09'
05—H5B--08'!
06—H6A--01411
06—H6B-013'l
06—H6B018
O11—HI11A~01™Y

~25.5(5)
160.3 (4)
~73.9 (5)
36.7 (4)
54.9 (5)
~69.5 (5)
173.0 3)
154.9 (3)
~79.8 (4)
43.7 (4)
~80.5 (5)
62.5 (3)
-27.8 (3)
159.1 (3)
~129.6 (3)
157.4 (3)
-59.7 (3)
~149.9 3)
37.0 (3)
108.2 (3)
34.7 (5)
177.6 (2)
87.4 (2)
-85.7(2)
~14.5(2)
~72.4 (5)
160.1 (4)
38.7 (4)
154.9 (4)
~78.3 (5)
443 (4)
41.0 (5)
~85.7 (5)
156.7 (3)
62.0 (3)
~34.7 (7)
157.6 (2)
-32.8(2)

0.82
0.82
0.82
0.82
0.82
0.83

011—Cd2—N4—C22
012—Cd2—N4—C22
07—Cd2—N4—C22
09—Cd2—N4—C22
N3—Cd2—N4—C22
011—Cd2—N4—C32
012—Cd2—N4—C32
07—Cd2—N4—C32
09—Cd2—N4—C32
N3—Cd2—N4—C32
02—C11—01—Cd1
C10—C11—01—Cd1
05—Cd1—01—C11
06—Cd1—01—C11
03—Cd1—01—C11
N2—Cd1—O1—Cl11
N1—Cd1—O1—Cl11
04—C20—03—Cdl
C19—C20—03—Cd1
05—Cd1—03—C20
06—Cd1—03—C20
01—Cd1—03—C20
N2—Cd1—03—C20
N1—Cd1—03—C20
08—C31—07—Cd2
C30—C31—07—Cd2
011—Cd2—07—C31
012—Cd2—07—C31
09—Cd2—07—C31
N4—Cd2—07—C31
N3—Cd2—07—C31
010—C40—09—Cd2
C39—C40—09—Cd2
011—Cd2—09—C40
012—Cd2—09—C40
07—Cd2—09—C40
N4—Cd2—09—C40
N3—Cd2—09—C40

H--4
1.90
1.86
1.87
2.19
2.51
1.83

DA
2.717 (4)
2.670 (4)
2.668 (4)
2.680 (4)
2.938 (5)
2.654 (4)

31.3(5)
174.1 (2)
-88.9(2)
83.3(2)
~17.5(2)
153.1 (3)
—64.2 (3)
32.8 (3)
~155.0 (3)
104.3 (3)
174.4 (4)
-3.4(5)
~176.2 (3)
-83.8(3)
47.9 (6)
93.6 (3)
18.2 (3)
165.0 (3)
~13.5(5)
—61.3 (3)
~153.7 (3)
747 (5)
26.7 (3)
103.1 (3)
166.0 (3)
~11.8(5)
—62.8 (3)
~159.3 (3)
73.6 (5)
101.2 (3)
24.6 (3)
169.7 (3)
-8.1(5)
~170.6 (3)
~74.4 (3)
53.1(5)
24.0 (3)
99.6 (3)

D—H4
173
167
162

119
114
178
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O11—H11B--04" 0.82 1.84 2.651 (4) 165
012—H12C+018" 0.82 231 3.117 (5) 168
012—HI12D--018" 0.82 2.00 2.769 (5) 155
013—HI13A--010"1 0.82 1.99 2.799 (4) 169
013—H13B07 0.82 1.97 2.784 (4) 169
014—H14A--015 0.82 2.18 2.829 (5) 136
0O14—H14B--010% 0.82 2.01 2.774 (5) 155
015—HI15A+02 0.82 1.90 2.704 (4) 165
O15—H15B--03" 0.82 2.03 2.786 (4) 153
017—H17B--04"1 0.98 2.00 2.778 (12) 134
018—H18B09' 0.98 2.48 3.323 (5) 144
C32—H32A-018" 0.97 251 3.477 (6) 178

Symmetry codes: (i) x—1, y, z; (i) x—1, y—1, z; (iii) x, y—1, z; (iv) x+1, y, z; (v) x+1, y+1, z; (vi) —x+1, —y+1, —z; (vii) x, y+1, z; (viii)
—x+1/2, y+1/2, —z+1/2.
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Fig. 1
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Fig. 2
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