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A, ¢=7.628(3) Aol™, B=93.92(4)°, V=1671.9(13) A®, T=293(2)K, Z=4, D =1.592 Mgm’°]c}. 3|
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Abstract

The structure of Zn(II) complex with 3,6-bis(6-methyl-2'-pyridyl)pyridazine, [3,6-bis(6'-methyl-
2'pyridyl)pyridazine]ZnCl, (C\sH 4N, - ZnCl,), has been determined by X-ray diffraction methods.
The crystal system is monoclinic, space grouprm P2/a, unit cell constants a=15.053(7) A,
b=14.594(7) A, ¢=7.628(3) A, B=93.92(4)°, V=1671.9(13) A®, T=293(2)K, Z=4, D =1.592 Mgm™.
The intensity data were collected on an Enraf-Nonius CAD-4 diffractometer with graphite mono-
chromated Mo K|, radiation. The molecular structure was solved by direct method and refined by full-
matrix least squares to a final R=8.31% for 1750 unique observed F,>4c (F,) reflections and 209
parameters.
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2-1. A B8t

3,6-bis(6'-methyl-2'-pyridyl)pyridazine “(L).
Tetrazine, 0.27 g (1 mM)& DMFPel] 2|37 acetylene
ZIAE 2217 7k E3A17) ool ethyl acetate:
n-hexane(1:4, vivya A7) Sx]2 3 A= F3A
7 AAE 29 L, 0.17 g G+&: 61%)ys A+
Obs. m.p: 148-149(°C); 'H NMR (CDCI,/TMS, 3):
2.7 (s. 6H), 7.2~7.3(d. 2H), 7.7~7.8 (t. 2H), 8.5~8.6
(d. 2H), 8.7 (s. 2H), MS (m/e, (%)): 262.05(100),
264.25(M°*, 2.77).

Zn(Il) 518, ZnCl(0.104 g, 2eq)st 7=
(L)(O0.1 g, 0.4 mM) 2:18] ¥]E&Z WFSA|A wjAe)
Zn(ID) F33ME 0.116 g8 58%)s A U4
2A AFEA (] 24]) C% 48.01(48.19), H% 3.73
(3.55), N% 13.88(14.06).

2-2. XM 3| EAH

B2 AdA] ARS8 C H (N, - ZnCLe] AAe] =
7%= 0.3%0.3x0.3 mme]c}.

10.02°<6<11.81° Aol 25709] FAuld-& &4
slod 4=15.053(7) A, b=14.594(7) A, ¢=7.628(3) A,
=03.92(4)’e]3L  V=1671.9(13) A’c® ZAAA=

dFAR R

Monochic, A3Al9] X+ 7=293(2) K, THEZ
A Z=4olth. Adolel A2 1.0°<6<
25.5°, -18<h<18, -17<k<17, 0<1<9, AlolellA] 7191
7o) 38 Heolels REa, 51 S ke
311870, R,,=0.1144°]c}. A3t X-ray diffracto-
meter’= Enraf-Nonius CAD-4, 332 graphite® o+

Table 1. Experimental data

Crystal data
{C\H;N,CLZn]
M =400.60
Monoclinic
P2,/a
a=15.053(7) A
b=14.594(7) A
c=7.628(3) A
B=93.92(4)°
V=1671.9(13) A’
7=4

D,=1.592 Mgm™

Data collection

Enraf-Nonius CAD-4
diffractometer

®/20 scans

Absorption correction:

none

7191 measured
reflections

3118 independent

reflections

R,,=0.1144

int

Refinement

Refinement on F*

R=0.0831

wR=0.2094

1750 reflections
[F>40 (F)]

209 parameters

Only coordinates of H
atoms refined

w=l/[6® (F)+

Mo K, radiation

A= 0.71073 A

Cell parameters from 25
reflections
6=10.02°~11.81°

p=1.79 mm™

7=293(2) K
0.3x0.3%0.3 mm
Colorless

Prism

0= 25.5°

h=-18—18
k=-17->17

=0-9
3 standard reflections

monitored every 200
reflections
intensity decay: none

(A/G) ex<0.128

Ap,=1.224 ¢A’®
AP,,=-0.580 eA’

Extinction cofficient:
0.0010(15)

Atomic scattering factors
from International Tables for

X-ray Crystallography
(0.1626xP)*+22.30xP]

where P=[Max(F?, 0)+ (1974, Vol. IV)

2xF %113
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Table 2. Fractional atomic coordinates aomd equiva-
lent isotropic displacement parameters (A% for non-
hydrogen atoms of C,H;(N,:ZnCl,. The es.d.'s are

in parentheses
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[3,6-bis(6'-methyl-2'pyridyl)pyridazine]ZnCL(C,H,(N, * ZnCl,)®] 24 F=

* ok
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Atom

X

y

z

U,

eq

C)
C(2)
C@3)
C4)
Co)
N(6)
C()
N(8)
N(©)
C(10)
C(1)
C(12)
C(13)
N(14)
C(15)
C(16)
Cc(17)
C(18)
C(19)
C0)
Zn
CI(1)
Cl(2)

-0.1142(7)
-0.0468(8)
0.0378(9)
0.0533(7)
-0.0172(7)
-0.0987(5)
-0.0084(7)
0.0694(6)
0.0801(5)
0.0128(6)
-0.0711(7)
-0.0817(6)
0.0323(6)
0.1169(5)
0.1411(7)
0.0804(7)
-0.0049(8)
-0.0291(7)
-0.2063(8)
0.2344(7)
0.2020(1)
0.2702(2)
0.2875(2)

-0.3179(8)
-0.3810(8)
-0.3560(9)
-0.2640(8)
-0.2028(7)
-0.2299(6)
-0.1041(7)
-0.0740(6)
0.0143(6)
0.0738(7)
0.0453(8)
-0.0458(8)
0.1694(7)
0.1824(6)
0.2674(8)
0.3392(7)
0.3261(8)
0.2391(8)
-0.3435(9)
0.2784(8)
0.0733(1)
0.0235(2)
0.0912(3)

0.0499(14)
0.0729(19)
0.1330(20)
0.1671(15)
0.1472(13)
0.0902(11)
0.1924(14)
0.2556(12)
0.2973(11)
0.2767(13)
0.2118(15)
0.1646(16)
0.3354(14)
0.4020(10)
0.4621(15)
0.4554(16)
0.3835(17)
0.3207(15)
-0.0170(20)
0.5385(17)
0.3774(2)
0.6222(4)
0.1580(4)

0.048(3)
0.066(4)
0.070(4)
0.053(3)
0.042(2)
0.046(2)
0.043(2)
0.048(2)
0.044(2)
0.040(2)
0.049(3)
0.052(3)
0.041(2)
0.040(2)
0.048(3)
0.052(3)
0.059(3)
0.050(3)
0.068(4)
0.058(3)
0.045(1)
0:061(1)
0.070(1)

Table 3. Fractional atomic coordinates for hydro-

gen atoms of CH;N, - ZnCl,

Atom X y z
H(2) -0.0587 -0.4422 0.0451
H(@3) 0.0829 -0.3993 0.1498
H(4) 0.1101 -0.2435 0.2030
H(6) -0.1414 -0.1907 0.0793
H(8) 0.1136 -0.1112 0.2701
H(11) -0.1186 0.0861 0.2005
H(12) -0.1360 -0.0677 0.1160
H(16) 0.0976 0.3963 0.4997
H(17) -0.0456 0.3741 0.3768
H(18) -0.0860 0.2285 0.2697
H(19A) -0.2433 -0.2899 -0.0223
H(19B) -0.2300 -0.3876 -0.0607
H(19C) -0.2048 -0.3695 0.1324
H(20A) 0.2657 0.2214 0.5301
H(20B) 0.2338 0.2960 0.6596
H(20C) 0.2639 0.3248 0.4748
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Table 4. Bond lengths (A) and angles (°) for non-
hydrogen atoms of C,;H;(N,-ZnCl,. The e.s.d.'s are

" in parentheses

() - C2)
C(1) - N(6)
C(1) -C(19)
CQ) - C3)
C@3) - C@)
N(6) - C(5)
C(5) - C@)
CG) - C()
C(12)- C(7)
C(12)-C(11)
C(7) - N(8)
C(11)-C(10)
N(@8) - N©9)
C(10)- N(9)
C(10)-C(13)
N©) - Zn

Cl2) - Zn

C(13)-C(18)
C(13)-N(14)
C(18)-C(17)
Zn - N(14)
Zn - CI(1)

N(14)-C(15)
C(17)-C(16)
C(15)-C(16)
C(15)-C(20)

1.371(16) C(2) - C(1) -N(6)
1.337(14) C(2) - C(1)-C(19)
1.492(15) N(6) - C(1)-C(19)
1.375(17) C(1) - C2) -C(3)
1.386(17) C(2) - C(3) -C(4)
1.334(12) C(1) - N(6) -C(5)
1.387(15) N(6) - C(5) -C(4)
1.485(14) N(6) - C(5) -C(7)
1.398(14) C(4) - C(5) -C(7)
1.385(16) C(3) - C(4) -C(5)
1.311(12) C(7) -C(12)-C(11)
1.388(13) C(5) -C(7) -C(12)
1.335(12) C(5) - C(7) -N(8)
1.335(12) C(12) -C(7) -N(8)
1.490(14) C(12)-C(11)-C(10)
2.080(8) C(7) - N(8) -N(9)
2.196(4) C(11) -C(10)-N(9)
1.373(14) C(11)-C(10)-C(13)
1.352(12) N(9) -C(10)-C(13)
1.397(16) N(8) -N(9) -C(10)
2.059(8) N(8) - N(9) Zn
2.193(3) C(10) - N(9) -Zn
1.363(13) C(10)-C(13)-C(18)
1.375(15) C(10)-C(13)-N(14)
1.389(15) C(18)-C(13)-N(14)
1.493(14) C(13)-C(18)-C(17)
N(9) - Zn - CI(2)
N(9) - Zn - N(14)
NQ©) - Zn - CI(1)
CI(2) -Zn - N(14)

120.1(10)
122.4(11)
117.5(10)
121.5(11)
117.5(11)
120.1(9)
121.6(10)
115.4(9)
122.9(9)
119.1(11)
117.9(9)
119.8(9)
118.3(9)
121.9(10)
117.8(9)
120.1(9)
120.8(10)
122.9(9)
116.2(8)
121.4(8)
124.0(6)
114.3(7)
123.5(9)
113.9(8)
122.6(9)
119.2(10)
112.1(3)
78.8(3)
117.7(3)
112.2(3)

Cl(2) -Zn - Cl(1) 115.04(14)

N(14) -Zn - CI(1)
C(13) -N(14) -Zn
C(13)-N(14)-C(15)
Zn - N(14) -C(15)
C(18)-C(17)-C(16)
N(14)-C(15)-C(16)
N(14)-C(15)-C(20)
C(16)-C(15)-C(20)
C(17)-C(16)-C(15)

115.9(2)
115.7(6)
118.4(8)
125.5(6)
118.5(10)
121.009)
116.8(9)
122.2(10)
120.0(10)

A8} 3 Mo K013 w/20= scan 31} 48 3]
“d d|o]el= Lorentz-polarization factor2. 2A3}93

o A4S Al9e 23749

A= SHELXS-97%%

AH8-8F Direct method2. 7§2FE<l X2 A=A s)e]
OwSHELXL-97"& A}3}led full-matrix least-
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Table 5. Torsion angles (°) for non-hydrgen atoms of C,;H;(N, - ZnCl,. The es.d.'s are in parentheses

N(6) -C(1) -C(2) - C(3) -0.9(8)
C(19) -C(1) -C2) -C(3) 179.5(2)
C(2) -C(1) -N(6) - C(5) 1.8(5)
C(19) -C(1) -N(6) -C(5) -178.6(10)
C(1) -C(2) -C(3) - C4) -1.5(9)
C(2) -C(3) -C@) - C(5) 3.1(8)
C(l) -N(6) -C(5) - C(4) -0.1(5)
C(l) -N(6) -C(5) - C(7) -178.6(9)
N(6) -C(5) -C(4) - C(3) -2.3(6)
C(7) -C(5) -C(&) - C(3) 176.0(2)
N(6) -C(5) -C(7) -C(12) -3.5(4)
N(6) -C(5) -C(7) - N(8) 177.1(10)
C4) -C(5) -C(7) -C(12) 177.9(10)
C@) -C(5) -C(7) - N(8) -1.3(6)
C(11) -C(12) -C(T)-C(5) 177.8(10)
C(11) -C(12) -C(7)-N(8) -3.0(10)
C(7) -C(12)-C(11)-C(10) 3.9(10)
C(5) -C(7) -N(8) - N(9) 179.8(9)
C(12) -C(7) -N(8) -N(9) 0.6(5)
C(12) -C(11)-C(10)-N(9) -2.7(10)
C(12)-C(11)-C(10)-C(13) -179.5(9)
C(7) -N(8) -N(9) -C(10) 0.7(5)
C(7) - N8) - N9) - Zn -173.8(7)
C(11) -C(10) -N(9)-N(8) 0.3(4)
C(11) -C(10) -N(9) -Zn 175.4(7)
C(13) -C(10) -N(9)-N(8) 177.4(8)
C(13) -C(10) -N(9) - Zn -7.5(10)
C(11)-C(10)-C(13)-C(18) -4.0(5)
C(11)-C(10)-C(13)-N(14) 177.1(9)

N(9) -C(10) -C(13) -C(18) 178.9(2)
N(9) -C(10) -C(13) -N(14) 0.1(5)
N(8) - N©) - Zn - Cl(2) 74.2(2)
N(8) - N9) - Zn - N(14) -176.3(5)
N(8) - N(©9) - Zn - C1) -62.6(9)
C(10) - N(9) - Zn - CI(2) -100.6(5)
C(10) - N(9) - Zn - N(14) 8.7(7)
C(10) - N(9) - Zn - CI(1) 122.4(3)
C(10) -C(13) -C(18)-C(17) 178.1(4)
N(14) -C(13) -C(18)-C(17) -3.2(0)
C(10) -C(13) - N(14) - Zn 74(1)
C(10) -C(13) -N(14)-C(15) -178.6(2)
C(18) -C(13) - N(14) - Zn -171.3(6)
C(18) -C(13) -N(14)-C(15) 2.6(1)
C(13) -C(18) -C(17)-C(16) 1.3(6)
N(@9) - Zn - N(14) - C(13) -8.7(8)
N(9) - Zn - N(14) - C(15) 177.73)
Cl(2) - Zn - N(14) -C(13) 100.8(7)
Cl(2) - Zn - N(14) -C(15) 72.6(3)
Cl(1) - Zn - N(14) -C(13) -124.2(8)
Cl(1) - Zn - N(14) -C(15) 62.2(2)
C(13)-N(14) -C(15) -C(16) -0.2(0)
C(13)-N(14) -C(15) -C(20) 178.1(0)
Zn - N(14) - C(15) -C(16) 173.1(1)
Zn - N(14) - C(15) -C(20) -8.5(8)
C(18)-C(17) -C(16) -C(15) 0.9(0)
N(14)-C(15) -C(16) -C(17) -1.5(2)
C(20)-C(15) -C(16) -C(17) -179.7(6)
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Fig. 1. An ORTEP(III) drawing ofrm C,H,N, -
ZnCl, with the atomic numbering scheme. The
displacement ellipsoids are drawn on the 25%
probability level. H atom are drawn as small circles
of arbitrary radii.

A wekEaE] el c-cAZdH ol 1.371(16)
AdlA 1.398(14) A AJo)Zke zkor | WF1.385(15)
ARelxz, CN AFHo|=1311(12) AelX1.363(13)
A Abolzhe Zhow HF1.377(12) Aol

Zos} ARBLAL Sl a0e] dARlel APt Ee
Cl(2)-Zn-CI(1): 115.0(1)°, CI(2)-Zn-N(14): 112.2(3)",
N(9)-Zn-CI(2): 112.1(3)°, N(9)-Zn-Cl(1): 117.7(3)",
N(9)-Zn-N(14): 78.8(3)°, N(14)-Zn-CI(1): 115.92)°
2 FaAl ARA 2 3k ook 531, N9)-
Zn-N(14)9] 257} 78.8(3)°% wi$- =} & 7w

[3,6-bis(6'-methyl-2'pyridyl)pyridazine]ZnCl,(C,(H,(N, * ZnClL,)2] A& F= 123

3027, Zn-N(14)-C(13)-C(10)-N(9)2. 9FEe)Al ¢
Zrareule) A= Zn: 78.8(3)°, N(14): 115.7(6),
C(13): 113.9(8)°, C(10): 116.2(8)°, N(9): 114.3(7)Z
dutH<l ZA=Re} 2 Yghon) o) zne] 7=
Teel] AgspaA veh s to|t)

Z=E s i) S2bare] e 187 B
T4 GREL 0.16 A odjellA FAHHE o] F 1
dem, Znd o] FHAFPHOIHE] 0.24(3) A Yol
At FAHLZ Hol Hxpfie] CIE A9l =
€ H] TR A 8 A EAis
QA vle FHHwo=Re 2t 1351) A
[CI(1)],-2.29(1) A [CL2)] HojAgie}. FApe} B}
Atelo] v IR 7} B ARl 338(1) A
[C(12)-+-Cl(1),(-x, -y, -z+D)JeIH, o]F EAES <
A3 AT 23 QA dorE EAEL
van der Waals 322 ZA3slar 9o},
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