46 T
CHINESE JOURNAL OF INORGANIC CHEMISTRY

2007 4 6 J1

Vol.23 No.6
Jun., 2007

¥%

-gv\%\%\%\/-'/\%\?

5L 4f

b\%\%\%\%\%g

B2 & H[Cu(CAM)(HO) | HIZK A& B 5 S RAE

BE EaE
(REXFAFEZ XFE 300072)

KR 4- KM NE-2 6- R, W&, fhiRLH
FESES. 0614.121 X EEHARIRAD . A

XEHS . 1001-4861(2007)06-1072-03

Hydrothermal Synthesis and Crystal Structures of Complex [Cu(CAM)(H,0),]
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Abstract: A copper(ll) complex [Cu(CAM)(H,0),], (CAM=4-hydroxypyridine-2,6-dicarboxylic acid), has been hydr-
othermally synthesized and characterized by elemental analysis, IR, and X-ray diffraction single crystal structure
analysis. It belongs to triclinic system, with space group P1, a=0.783 3(3) nm, 6=0.796 5(3) nm, ¢=0.798 6(3) nm,
a=100.340(6)°, B=93.768(6)°, y=109.348(5)°, V=0.458 3(3) nm’, Z=2. The copper(ll) ion is 5-coordinated and exhi

bits a distorted square pyramidal coordination environment. The two coordinated aqueous molecules and the

oxygen atoms from the ligand generate the intermolecular hydrogen bonds, which result in the 2D supramolecular

network. CCDC: 227156.
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1.1 RFISEE

JG 2 43 M1 i Perkin-Elemer 240 % 70 % 43 #14¢
SE N A 45 F  BRUKER SMART 1000 X-414k 5t
A AT SO 72 5 2140 63 Magna-560 FTIR 2T 4
JEREACH KBr Je Rkl 22, 7E 400~4 000 cm™ 78 [
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1.2 B &M [Cu(CAM)(H0). K& X

0.5 mmol (0.100 5 g) CAM 0.5 mmol (0.124
8 g) CuS0,-5H,0 1 12 mL H,0 IR &Y fE=ET
BFE 0.5 h, IR AW ] 25 mlL KRS 2 1%
VUSRS M AR £E 170 CHY il FIEIR 72 h )5,
TR P REIR B = R, A W 6 mL /K1 6 ml
CBEGE 2 WK, B e 1R A A B AR AT S A R T AR
&, BAEY™ R 0.0729 g, 5T 48 Cu 11515 5]
(7% 52% ., TCR T4 R L5 {H (%) . C,29.71;
H,2.59;N,4.91; %% C,H,CuNO, 15 1 FIB{EH (%) :
C,29.95;H,2.51;N,4.99,

1.3 BLEHI[Cu(CAM)(H;0),| K1 & il E

PEHCR /N 0.20 mm x 0.14 mm x 0.10 mm A9
B A BRUKER SMART 1000 X-4F£& ¥ @i AT 5443
K A B AT Mo Ka 524 (A=0.071073 nm)fE
RATHOGIR | TE 293(2) K IRIE T, LA oy HHE
TE 2.62°<60<26.45°(-8<h<9,-9<k<9,-7<1<9)
W N, RS RO L B S W B R
{H Fourier & B 1 (SHELXS-97), VAR N4,
i F SHELXL-97 Fi J7 Xif 25 #4) 1 47 4 5 5 fe /N — 3fe
BBIE, FEMEERIRS TR 1,

CCDC 227156,

®1 EAWCUCAM)(H0).]H & I3 417

Table 1 Crystallographic data for [Cu(CAM)(H,0),]
Empirical formula C,H;CuNO, V/ nm® 0.458 3(3)
Formula weight 280.68 A 2
Crystal size/ mm 0.20 x 0.14 x 0.10 D./ (g-cm™) 2.034
Temperature / K 293(2) ©/ mm™ 2.405
Crystal system Triclinic F(000) 282
Space group P1 6 range /(°) 2.62~26.45
a/ nm 0.783 3(3) Reflections collected / unique 2604 /1 851
b/ nm 0.796 5(3) Goodness of fit on F? 1.082
¢/ nm 0.798 6(3) R 0.036 6
al(°) 100.340(6) wR 0.091 7
B/ 93.768(6) Parameters 146
v /(% 109.348(5) Ap s Apin 1 (€-nm™) 739, =514
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HiE A P Cu(CAM) (H,0),]H IR 3% 7E 3 598~3 078
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5 O = P B o s Al RN ] A O ) L T E e e
SR 4G AR VR B LS Y v (C=0) W ik
1E 1708 cm™ &b v (C=0) WL IELE 1463 em™ &b, 1E
RS YT, C=0 1Y KO BRI 46 I v,
R FRA 6 B 3l B WA v, 19 228 Aw,, PTAE SR
BRI BB FRAE Y Av,.>200 cm™ 1] I
FRRAR UL AG B 5 Av,..<200 em™ B, W ATIACH #2
2 AR LAOSUIR R A28, T2 & W[ Cu(CAM) (H,0),) 1Y Aw,.,
H 245 em™, KT 200 em™, B AT DL W7 AR R AR LA
HPTE LA FE 1450 em™ F1 1470 em™ b9
W 0 1T 48 IR R Ik BE PR Y C=C R C=N 19 45 4k
3, 1E 700 em™ 745 I WSO DR Dy M E R 1 A R
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(3),0(6)FEA L | 3% 4 A J5 - fih 25 e /) — 3fe -1
(1 B B3 #£ -0.004 1~0.002 9 nm Z i), Cu(1) 8 & % /)
ZIRFIE N(1),0(1),0(3), 0(6) I #E 25 47 0.012 6 nm,
BRIt 2 Ah 5 — oK FAE R A % 2 5 T H Cu(ll)
B F I LA (Cul-07 0.224 3(3) nm); X A Cu(ll) &
T TC AL AG R Sy ST DY 7 HEA R RN (1),0(1),
0(3),0(6)3% 4 A~ 5t~ Fir #4) 1L (4 ~F- T80 55 M BE 43 +°F
Tt L3618, B R A 17420, RS
PI[Cu(CAM)(H,0),] ', CuO 5 K A F 0.191 0(2)~
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Table 2 Selected bond lengths (nm) and angles (°) for [Cu(CAM)(H,0)]

Cu(1)-N(1) 0.189 4(3) N(1)-C(6)
Cu(1)-0(6) 0.191 0(2) 0(1)-C(1)
Cu(1)-0(1) 0.203 3(2) 0(2)-C(1)
Cu(1)-03) 0.204 1(2) 0(3)-C(7)
Cu(1)-0(7) 0.224 3(3) 0(4)-C(7)
N(1)-C(2) 0.132 5(4) 0(5)-C(4)

N(1)-Cu(1)-0(6) 171.07(12) 0(1)-Cu(1)-0(3)

N(1)-Cu(1)-0(1) 80.56(10) 0(6)-Cu(1)-0(1)

N(1)-Cu(1)-0(7) 98.76(12) 0(6)-Cu(1)-0(7)

N(1)-Cu(1)-0(3) 79.65(10) 0(1)-Cu(1)-0(7)

0(6)-Cu(1)-0(3) 99.80(10) 0(3)-Cu(1)-0(7)

0.134 0(4) C(1)-C2) 0.152 1(4)
0.129 0(4) C(2)-C(3) 0.137 2(4)
0.122 0(4) C(3)-C(4) 0.140 0(4)
0.126 6(4) C4)-C(5) 0.140 1(4)
0.123 8(4) C(5)-C(6) 0.137 0(4)
0.133 9(4) C(6)-C(7) 0.152 3(4)
158.63(10) C(2)-N(1)-Cu(1) 119.1(2)
98.49(10) C(6)-N(1)-Cu(1) 119.6(2)
90.13(12) C(1)-0(1)-Cu(1) 114.3(2)
102.38(14) C(7)-0(3)-Cu(1) 114.4(2)
88.56(14)
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Fig.1 Molecular structure of the complex
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Fig.2 2D structure of the complex connected by

hydrogen bonds
SE k.
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