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Hydrothermal Synthesis, Structure and Thermal Stability of a One Dimensional
Chain Cadmium Coordination Polymer [Cd(phen)(2,4,6-TMBA ),(H,0)].
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Abstract: One dimensional chain cadmium (II) coordination polymer has been synthesized with 2.4.6-
trimethylbenzoic acid, 1,10-phenanthroline and cadmium perchlorate anhydrous in the solvent mixture of water
and methanol. Crystal data for this complex: Tetragonal, space group 14, a=2.0425(7) nm, ¢=1.3952(5) nm, V=
5.820(3) nm?®, D,=1.454 g-cm™, Z=8, F(000)=2 608, GooF=1.064, R,=0.034 8, wR,=0.070 4. The crystal structure
shows that the Cobaly ion is coordinated with two nitrogen atoms of one 1,10-phenanthroline molecules and four
oxygen atoms from two 2.4,6-trimethylbenzoic acid molecules and one water molecule respectively, forming a

distorted octahedral coordination geometry. The result of TG analysis shows that the title complex was stable

under 240.0 °C. CCDC: 665256.
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) . S8 FE IS Wk (phen) 20 B 4l ;2,4 ,6- = H1 5
RIPTR(2,4,6-TMBA); 2 A AL EA I Ry b2y 2l vy R
FE(EH,

AR . H AR 5 FTIR-8700 £L4M 634 (4 000~
400 ¢m™),Bruker SMART 1000 CCD . & 117 4 4%
PE-2400(11) 247 & 43 BT AL, Jb 507 XT4 W H W30
FEAL PRT-2 BYRAH 3 B AL (AL 5L A AR ).
12 BREWHEKR

Y6 1 mmol Cd(C10,),.2 mmol 2,4 ,6-=HHA
FE R 43 ) T SR 1) PR BE K 8, SRR IR B A — ke, 12
ZEIR 2R B 25 mL KAE W R
IKARZE IIA 1 mmol & FE M wk | A & A AL MV T
PIRA W 2 pH=6.0~7.0 fi )5 , T 285 CIH
JNE 48 h, ARG LA S C-h FERE R, T A5 uE

BROAERTER N ARER, HILRETHES
T X B AR AT I TE 6 Rk TR bR
CH5,CAN,O5 3515 (%) . C 60.25,H 5.05,N 4.39;
SENAE (%) :C 60.34,H 5.06,N 4.40, m.p. 213.5~
215.0°C, IR FEZ ML UIE R .3 447(s),3 335(w),2 922
(s),2 322(s), 1 663 (vs),1 614 (vs),1 558(s), 1 551 (vs),
1 454(s),1 429 (vs),1 398 (vs),1 175(s), 1 180 (w),853
(vs),783(w),725(w),590(w), 526(W) , 444(w).,
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IR M 0.28 mm x 0.24 mm x 0.10 mm
(5.5, FH Bruker SMART 1000 CMN L& 47 5 4%
HEATAT S S5, 7 113(2) K T Mo Ka HF k(A=
0.071 070 nm), LA o 477 2UHE 1.99°<0<27.84°78
Bl RIS E 27 551 M A, Herp 6 813 NSz AT
51 RU(R,,=0.049 9) ,6 433 A~ AT WG AT 5 s [ 1>207(1) | H]
TE AT A MBI, AL Lp T M2
IR IE AR S5 SR A SHELXS-97 )7 If
Fevk iy A5 HRT 1B R ] SHELXL-97 #2718, X &
R LB | He= 0 R o 1| P R iR e B T S o G R
JE TR T 25 B /N R IE OE SR B T
R,=0.034 8,wR,=0.070 4 ,w=1/[S*(F?) + (0.034 5P)* +
2.000 0P], H ' P=(F? + 2F))/3, (A0),=0.002,S=
1.080, (Ap),=573 e+nm™ H(Ap),;,=—418 e-nm>, L
BYH AR BIES TR 1,

CCDC 665256,
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Table 1 Crystallographic data of the title complex
Empirical formula CyH35CdN,Os D/ (g-em™) 1.454
Formula weight 637 A 8
Color Colorless F(000) 2608
Size / mm 0.28 x 0.24 x 0.10 (Mo Kee) / mm™ 0.793
0 range for data collection / (°) 1.99 to 27.84 Reflections collected 27 551
Crystal system Tetragonal Independent reflections (R;,) 6 813(0.049 9)
Space group 14, Final GooF 1.064
a/ nm 0.2042 5(7) R\, wR, [(I>20(D))] 0.034 8, 0.070 4
¢/ nm 0.139 52(5) R\, wR; (all data) 0.037 9, 0.072 0
V / nm? 5.820(3) Largest difference peak and hole / (e-nm™) 573, -418
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2.1 BEEWRILSN ik
IR YGiERM . 7E 3447 em™ WA — S8 WY IR
I B & HO T OH M RRAE MU, e AW

2,4, 6-— W1 TR [ X FR A 4 41 2 R0 X Bk fif 4 B
1535 1686.1436 cm™ B E 1663.1551 cm™ Al
1663.1398cm™, &4 T B, H Avw, o -
Vo) 2854 108 em™ Fl 265 em™, Hf—A KT
100 em™ 3F/hF 200 em™, 15— KT 200 em™,
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Some carbon atoms omitted for clarity
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Fig.2 1D chain structure of the title complex
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TR, B CAEF 5 1 ASSBIE MR 2 4~ N
JEF 24 2,4,6- K HF R 3 A~AJET
(01,02,03) 1 1 K4 F h B 48(05) it - e 7, JE
BN AR B NI Forb N(1).N(2).0(3) .0(5)
AbF AR E AL E O(1)F OQ)4E Tl iz | 5EFA N(1)
-Cd(1)-N(2),0(5)-Cd(1)-0(3),0(3)-Cd(1)-N(1) FI O(5)-
CA(1)-N(@2)5 24 72.51(9)°,98.80(10)°, 88.63(10)° il
B 98.18(9)°, AL H /i1 2y 358.12°(#2 1K 360°), % Wl N(1),
Disordered atoms of the 2,4,6-TMBA omitted for clarity N(2).0(3) \O(S)ﬁ Cd(])%?ﬁ [F]—A~Fmm o, HSE

1 bR G5 W 5y 45 0 J7 7 4 £ 16.864« -5.103y-7.058z=11.346 9,N (1),
Fig.1 Molecular structure of the title complex N(2).0(3).0(5) M Cd (1) ) SE R R .
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Table 2 Selected bond lengths (nm) and bond angles (°) of the complex

Cd(1)-0(3) 0.221 0(3) Cd(1)-0(1) 0.229 0(2) Cd(1)-N(1) 0.231 7(3)
Cd(1)-N(Q2) 0.232 3(3) Cd(1)-0(5) 0.233 1(3) Cd(1)-0(2)#1 0.237 2(2)
0(1)-C(22) 0.126 9(4) 0(2)-C(22) 0.125 6(4) 0(2)-Cd(1)#2 0.237 2(2)
0(3)-C(23) 0.125 2(5) 0(4)-C(23) 0.125 6(6)
0(3)-Cd(1)-0(1) 91.65(11) 0(3)-Cd(1)-N(1) 88.63(10) 0(1)-Cd(1)-N(1) 106.05(9)
0(3)-Cd(1)-N(2) 160.01(9) 0(1)-Cd(1)-N(2) 99.77(9) N(1)-Cd(1)-N(2) 72.51(9)
0(3)-Cd(1)-0(5) 98.80(10) 0(1)-Cd(1)-0(5) 86.78(8) N(1)-Cd(1)-0(5) 165.07(9)
N(2)-Cd(1)-0(5) 98.18(9) 0(3)-Cd(1)-0(2)#1 88.23(10) 0(1)-Cd(1)-0(2)#1 169.58(8)
N(1)-Cd(1)-0(2)#1 84.37(9) N(2)-Cd(1)-0(2)#1 83.45(9) 0(5)-Cd(1)-0(2)#1 82.95(8)
*3 BEEVNSEEKSER
Table 3 Hydrogen bond lengths and bond angles of the complex
D-H---A D-H / nm H-A / nm D---A/ nm £DHA/ (°)
0(5)-H(5A)---0(1) 0.086(2) 0.199(3) 0.280 3(4) 158(4)
0(5)-H(5B)---0(4) 0.086(3) 0.184(3) 0.268 9(4) 171(4)
C(2)-H(2A)---0(2)" 0.095 0.254 0.330 3(4) 138
C(30)-H(30A)--0(4) 0.098 0.253 0.321 3(9) 127

Symmetry transformations used to generate equivalent atoms: ' —=1/2+y, 1-x, —1/4+z; * 1/2—y, x,—1/4+z.
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(4 A DA BT 22 00] Ak T4 B 0(2)
540 T A 8 AL E B N(1) N2).0(5) . 0(3) i £ £ 4331
0 (2A)-Cd (1)-N (1) 84.37 (9)° .0 (2A)-Cd (1)-N (2)
83.45(9)° .0(2A)-Cd (1)-0(5) 82.95(8)°F1 O(2A)-Cd(1)-
0(3) 88.23(10)°Hi 3 /M #§ 90°, MMif& 1 441K 90°,
Ui N(1).N(Q2).0(5)F1 O 3) T I L i1y & — 4> A2 JE
(0 DO TR A 5 TRRT A 7 X 0 A7 5 D ) A 0 4 )
.0 (3)-Cd (1)-N (2) 160.01 (9)° N (1)-Cd (1)-0 (5)
165.07(9)°, — & ¥ E5 180°, LA L4 Hridd BH A7 1 e
BYICIL T — DI AR TE AR AN R
FErP i 0(1)-C(22)#E K 0.1269(4) nm 5 0(2)-C(22) 8
£ 0.125 6(4) nm]H:(A=0.0012 nm), £ HIEAEK 2,4, 6-
= PP R TR O 2 R R AU LU W I 2 5 S T
izl

ULk, 2,4, 6-— F 5L 2K HE R 5 408 I 1wk 1) 5 4
Z 18] i d5c JE BB 9 0.335 8 nm /N T 0.340 0 nm, i
W05 S Z A S B e MR, ST 45H T Cd-Cd Z
[E] (I FE B2 0.507 4 nm, % T [A1 2E 4544 [Cd (u-DPIA),
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