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X-ray crystallographic study

(Ci6 His Ni); M = 264.33. APEXII, Bruker-AXS diffractometer, Mo — K, radiation (A = 0.71073 A), T =
150(2)K; triclinic PT (1.T.#2), a = 5.8977(6),b = 7.4177(7),c = 30.865(3) A, a; = 91.949(4), B; = 92.578(5), v; =
94.343(4) °, V = 1344.1(2) A3, Z = 4, d = 1.306 g.cm™3, u = 0.081 mm™". The structure was solved by direct
methods using the SIR97 program [1], and then refined with full-matrix least-square methods based on F? (SHELXL-97)
[2] with the aid of the WINGX [3] program. All non-hydrogen atoms were refined with anisotropic atomic displacement
parameters. H atoms were finally included in their calculated positions. A final refinement on F? with 6089 unique
intensities and 365 parameters converged at wR(F?) = 0.139 (RF = 0.0589) for 4195 observed reflections with
(I > 20).
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Atomic coordinates, site occupancy (%) and equivalent isotropic displacement parameters (A2 x 10*). U(eq)
is defined as one third of the trace of the orthogonalized U;; tensor.
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. 2
Anisotropic displacement parameters (A?)

The anisotropic displacement factor exponent takes the form:—2n[h%a*?U1; + ... 4+ 2hka*b*Uyz)
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Bond length [A]
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H37
H37
C40
C39
C39
H39A
H39B
H39B
H39C
H39C
H39C
H40A
H40B
H40B
H40C
H40C

109.

= 109.

118.
120.
120.
120.
119.
119.
119.
120.
120.
120.
119.
119.
119.
120.
120.
121
118.
119.
110.
129.
119.
106.
109.
107.
122.
129.
104.
127.
127.
117.
121
120.
121
119.
119.
121
119.
119.
121
121
117.
120.
119.
119.
121
119
119
121
120.
117.
109.
109.
109.
109.
109.
109.
109.
109.
109.
109.
109.

5
5
55(17)
7
7
57(18)
7
7
90(17)
1
1
47(18)
8
8
01(17)
5
5

.48(16)

96(16)
54(15)
88(14)
49(15)
60(14)
94(14)
50(15)
90(15)
71(16)
39(16)
76(15)
6

6

50(16)

.77(16)

72(16)

.30(16)

3
3

.35(16)

3
3

.54(16)
.19(16)

27(15)
65(17)
7
7

.93(16)

.77(15)

56(16)
51(15)

O oo oo oo oo



H40B

- C40

- H40C

109.5
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Torsion angles [ ]

Cc6 -
C1 -
c2 -
Cc3 -
Cc2 -
c2 -
Cc4 -
C4 -
Cc1 -
C5 -
C1 -
C5 -
C11 -
Ccé -
N7 -
N8 -
N8 -
N8 -
Cc6 -
N9 -
C12 -
N9 -
C11 -
N9 -
C11 -
Cc17 -
Cc10 -
C12 -
C13 -
C13 -
N18 -
Cc14 -
C15 -
C13 -
C10 -
C14 -
C16 -
Cc14 -
Cc16 -
C26 -
c21 -
Cc22 -
Cc23 -
Cc24 -
Cc24 -
C22 -
Cc22 -
C25 -
Cc21 -
C25 -
c21 -
C31 -
C26 -
N27 -
N28 -
N28 -
N28 -
C26 -
N29 -
C32 -

C1
Cc2
Cc3
c4
c1
Cc1
C5
C5
C6
Cé
C6
C6
N7
N7
N8
N9
N9
N7
N7
C10
C10
c10
C10
C10
c10
C12
C12
C13
Ci4
Ci4
C15
C15
Ci6
Cc12
Cc12
C15
C15
C15
C15
c21
c22
Cc23
C24
C25
C25
c21
c21
C26
C26
C26
C26
N27
N27
N28
N29
N29
N27
N27
C30
C30

Cc2

C3

C4

C5

Cc6

Cc6

cé6

c6

N7

N7

N7

N7

N8

N8

N9

C10
C10
C11
C11
C11
C11
C12
C12
C12
C12
C13
C13
C14
C15
C15
Ci6
C16
C17
C17
C17
N18
N18
N18
N18
Cc22
C23
C24
C25
C26
C26
C26
C26
N27
N27
N27
N27
N28
N28
N29
C30
C30
C31
C31
C31
C31

C3

Cc4

C5

Cc6

C5

N7

C1

N7

N8

N8

C11
C11
N9

N9

C10
C11
C12
C10
C10
N7

N7

C17
C17
C13
C13
C14
C14
C15
N18
C16
C17
C17
C12
Ci6
C16
C20
C20
C19
C19
Cc23
C24
C25
C26
Cc21
N27
C25
N27
C31
C31
N28
N28
N29
N29
C30
C31
C32
C30
C30
N27
N27

1.0(3)
0.1(3)
-0.5(3)
-0.2(3)
-1.8(3)
178.19(16)
1.3(3)
-178.62(16)
-17.8(3)
162.15(17)
162.39(18)
-17.6(3)
-0.6(2)
179.54(15)
0.4(2)
0.0(2)
-179.02(16)
0.6(2)
-179.59(17)
-0.4(2)
178.54(17)
-164.02(18)
17.2(3)
15.8(3)
-162.98(19)
0.0(3)
-179.79(17)
-0.2(3)
-177.65(17)
0.5(3)
177.61(17)
-0.6(3)
0.3(3)
-0.1(3)
179.74(17)
-170.75(19)
11.2(3)
-10.5(3)
171.42(18)
0.1(3)
0.7(3)
-0.2(3)
-1.0(3)
1.8(3)
-177.09(16)
-1.3(3)
177.54(16)
-161.22(18)
19.9(3)
21.0(2)
-157.94(17)
1.0(2)
179.16(15)
-0.4(2)
-0.2(2)
179.39(16)
-1.06(19)
-179.03(16)
0.76(19)
-178.80(17)
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N29
C31
N29
C31
Cc37
C30
C32
C33
C33
N38
C34
C35
C33
C30
C34
C36
C34
C36

C30
C30
C30
C30
C32
C32
C33
C34
C34
C35
C35
C36
C32
C32
C35
C35
C35
C35

C32
C32
C32
C32
C33
C33
C34
C35
C35
C36
C36
C37
C37
C37
N38
N38
N38
N38

C37
C37
C33
C33
C34
C34
C35
N38
C36
C37
C37
C32
C36
C36
C40
C40
C39
C39

-156.56(18)
22.9(3)
24.8(3)
-155.73(18)
-0.1(3)
178.61(16)
-0.1(3)
-179.66(16)
0.6(3)
179.36(16)
-0.9(2)
0.7(3)
-0.2(3)
-178.91(16)
173.99(17)
-6.3(3)
-1.2(3)
178.55(17)
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Structure visualisation
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This structural report has been created through CRYSCAL (Sept. 2013). Please report bugs and problems to
cdifx@univ-rennesl.fr
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