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Synthesis, Crystal Structure and Thermal Stability of 2D Layer
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Abstract: The novel coordination polymer {[Cd(p-CMSP)(Him)(H,0)]-3H,0}, (p-CMSP?=p-(carboxymethoxy)
phenylthioacetate, Him=imidazole) was synthesized by the reaction of Cd(NO3),, imidazole and p-(carboxymethoxy)
phenylthioacetic acid in an aqueous solution, and characterized by elemental analysis, IR, TG and single crystal
X-ray diffraction. The crystal structure is of monoclinic, space group P2//c with a=1.144 0(2) nm, b=1.876 7(4)
nm, ¢=0.877 89(18) nm, B=106.31(3)° and V=1.808 9(7) nm’, Z=4, R=0.023 2, wR=0.051 4. Each Cd(Il) atom
displays a distorted octahedral coordination geometry, defined by three carboxyl O atoms from different p-CMSP*
ligands, one S atom from thioether, one N atom from imidazole and one water molecule. Adjacent Cd(Il) ions are
bridged by p-CMSP* groups, resulting in a 2D layer structure. The adjacent Cd---Cd distances are 0.4927 nm

and 1.144 0 nm. Furthermore, such layers are linked through hydrogen bonds to form supramolecular network.

CCDC: 269474.
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1.1 B 5iH

LR HTIETEE KA CARLO ERBA 1106 #lyG
RO il s DA R 7R 1S [E BRUKER 2 Al
) EQUINOX 55 {8 7. 21 SN e i 4% L 5 5 #4043
Br & 75 2 [ PERKIN ELMER 2 & 8 TG/DTA 6300
AT A L HEAT D Z o N, AR, FH R
10 °C -min~'. &b A& 4548 J2 78 H A B % 28 | 1Y
RIGAKU RAXIS-RAPID %Y 5§ X 5 28 fi7 543 1
SE o SR T FH R R 14 4l 4R S A 4
1.2 EEVMER

¥ 5 mmol [ p-32 W48 HE R4 £ 2 1 20 mmol
7 NaOH % T 40 mL #oK A, FEm Hn A 5 mmol
K i FEA AT, FRELS mmol B Cd(NOs),-4H,0
IOAE] FR AR Z b, gk 2 hi E 30 min, i 0E, UE
TR B BRI HER T R AR P K R
67% . N CHuN,00SCd, TCFR 43 #7145 2R [ 5L 5
HEF5AE) %]:C 31.65(31.69),H 4.07(4.09),N 5.73
(5.68),
1.3 BRiEEHNE

PEHCR /N A 0.35 mm x 0.24 mm x 0.18 mm JC
o HR B B RE AL, SR B RIGAKU RAXIS-RAPID
RUBA i XS ERAT T ST AR A S £
LB E R E i Mo K 5326 (1=0.071 073
nm), ML o S AE 3.25°<60<27.47°75 N 3Lk
£ 17401 DAGHHEUE , Horpat Sz 47 5G4 077 4
(R:,=0.0247) , I>20 (1)) AT LI A7 563 % dh 3 564 4>, %L
a2 Lp P MR WS IE . R B 4%
221 Fourier & A, B & AEERF, HO0 LAY
SR T H 218 Fourier A LS E], H O-H # KR
Hil7E 0.082(1) nm, Fo & &4 b5 2R FH LA i & ik
R3], A 3R SR T 1 AL bR B 45 ) St IR R
S /D AR E . A Ai TR AR
SHELX-97 & 758 i .

Be &Y S AR B R P20 /e A ERE, S
M a=1.144 0(2) nm,b=1.876 7(4) nm,c=0.877 89(18)
nm,B=106.31(3)°, V=1.808 9(7) nm*, Z=4 ,M,=492.79 ,
D.=1.809¢-cm™,u=1.372 mm™,F(000)=992,R=0.023 2,
wR=0.051 4,w=1/[c* (F})+(0.024 3P)*+1.171 4P],P=
(F242F2)/3,GOF=1.046 ,(A/o)=0.001, ) 5% A3 I
H Ap,.=386 e-nm= Fl Ap,,=—350 e-nm>,

CCDC 269474,
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2.1 FTIR 3ig

KA KBr JE R k00 T A5 8 G 1 2 4
Jti% (400~4 000 cm™), W E HY p-CMSPH, 7E JE i
BeAWm, Ho1 718 em™ Zb AR IE C=0 M1 45 Ik )
W2k, FATE 1608 em™ 4L T v, (COO) PR
B 1 413 em™ F1 1 330 em™ 40 59 W Wil Al 9 J&
v(COONR 3N , X RUMAA T RIS 5 T AL HAF
1 22 FhC A7 8 20 A T B BCAR Y 1197 em™ 1
1080 em™, BLEYH A 1184 em™ 1 1066 em™ Ab
F4 W A i 1T 5 I A w(C-S-C) R 2K J o ZE i »(C-0-C)
M aadicsl, B s, 76 3389 ecm™ Al
3147 em™ BT B9 W W0 R 43 0 48 A v (O-H) 1
v(N-H) 3= 31y, 38 T TC 45 4 v 2 A 7RIS 5 5+ 19
Wk 53, 1 FLAFE % AU
22 BikEN

e & P R A B RS A 0 T 1, A4
FULIE 1, BCA o T a5 3ot & h h A
[Cd(p-CMSP)(Him)(H,0)]F1 3 4~ 45 7K 43 1 4 hi , H:
1 p-CMSP> L {4 Ay DU A5 455 X 45 K Ik e
RILAR T Z BB T 0 F A (L3R 2), ik S
BRI ARSI T RS Y R RREN, 3 DARFER
REA 01,027 04 J5i+ 1 NELEER ST+, 1 4>
PRI N1 JEF A1 14K Olw 0+ 5 Cd(ID &5+ 5
A H 4 01,020, B S1 A1 Olw 21 B 18 3 i, °F
B 224 0.008 nm, 1 N1 Al 04" J5 W) &b 75 %l 7]
P, T N1-Cd1-04' (8 ff1 2 176.11(7)°, JIr DL 5
JE - EAT 6 Bz A il A\ i AR A K L, Cd-O (P2 3
) BB A AE 0.226 0(2)~0.235 8(2) nm {1 [, Cd-O
(7K ) B9 K E0.233 8(2) nm] b Cd-N (K g ) &
[0.225 5(2) nm]W§ K, {H 3 b Cd-S (B Bk ) 11 5 4 (B
[0.292 86(8) nm | ) 0.06 nm 7547, 5 B 8 A £k
Bt v 3 A W1 [Cd (p-CMSP) (H,0),),/3 H (1) 45, 20 B2 B
TR 3 A v B LA [~ 175.0(4)° A LA, A AR 37 3R
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Table 1 Selected bond lengths (nm) and angles (°) for the complex

Cd(1)-N(1) 0.225 45(19) Cd(1)-0(1) 0.235 75(15) 0(4)-C(10) 0.126 5(3)

Cd(1)-0(4) 0.225 96(16) Cd(1)-s(1) 0.292 86(8) 0(5)-C(10) 0.122 5(3)

Cd(1)-0(2)" 0.233 26(17) o(1)-C(1) 0.124 9(3) S(1)-C(3) 0.177 5(2)

Cd(1)-0(1w) 0.233 79(18) 0(2)-C(1) 0.125 5(2) S(1)-C(2) 0.180 5(2)
N(1)-Cd(1)-0(4) 176.11(7) N(1)-Cd(1)-S(1) 92.61(5) 0(2)"-Cd(1)-0(1w) 123.59(6)
0(4)-Cd(1)-0(2)" 90.10(6) 0(2)"-Cd(1)-S(1) 148.38(4) 0(4)-Cd(1)-0(1) 86.89(7)
0(4)-Cd(1)-0(1w) 96.46(7) O(1)-Cd(1)-S(1) 70.85(4) O(1W)-Cd(1)-0(1) 158.17(6)
N(1)-Cd(1)-0(1) 90.08(7) N(1)-Cd(1)-0(2)* 91.64(7) 0(4)-Cd(1)-S(1) 84.09(5)
0(2)"-Cd(1)-0(1) 77.83(5) N(1)-Cd(1)-0(1w) 85.47(7) O(1w)-Cd(1)-S(1) 87.99(5)

Symmetry codes: : x—1, y, z; ii: x, —y+3/2, z+1/2.

*2 MEYHSEEKNER
Table 2 Hydrogen bond lengths (nm) and angles (°) for the complex
D-H--A d(D-H) d(H--A) d(D-+-A) £ (DHA)

N(2)-H(14)---0(2w) 0.086 0.196 0.276 9(4) 1555
O(1w)-H(1w1)---O(dw)i 0.081(2) 0.196(2) 0.277 1(3) 175(3)
O(1w)-H(1w2)---0(2)" 0.082(3) 0.199(3) 0.280 3(2) 169(3)
0(2w)-H(2w1)---O(4w) 0.083(4) 0.200(3) 0.277 5(4) 154(5)
0(2w)-H(2w2)+-0(3w) 0.082(5) 0.203(3) 0.275 8(5) 147(5)
0(3w)-HBwl)---0(4)" 0.082(3) 0.247(5) 0.286 8(3) 111(4)
0(3w)-H(3w2)---0(4)’ 0.082(5) 0.229(2) 0.307 0(3) 159(5)
O(4w)-H(dwl1)---0(5) 0.084(3) 0.196(2) 0.272 7(3) 153(4)
O(4w)-H(4w2)---0(5) 0.084(3) 0.200(3) 0.282 4(3) 168(4)
O(4w)-H(4w2)---0(3) 0.084(3) 0.251(4) 0.299 2(3) 118(3)

Symmetry codes: " x, =y+3/2, z+1/2; T —x+1, —y+1, —=z+2; ™ x, ¥, 2415 T =242, —y+1, —z+2.

E W R R B A C6-03-Co-C10 AU HL fA
170.2(3)°, it £ 8 A B 8 5 R B AN i | H: C3-
S1-C2-C1 MY HL £ ~-74.8(3)° , X Ui B p-F& F S LR
Wi O TR LA A i 45 A M R I 5 R LT AT,
HHH 8.3(3)°,

(Symmetry codes: = x—1, y, z; : x, —y+3/2, z+1/2)
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Fig.1 Molecular structure of the title complex with 30%

probability ellipsoid
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(H0),, 120 i A p-CMSP2H 1 42 L 19 1y XI5 25
R 59 7 A L B = AR C A AL B AR R T
A B HEAR IR 2 0T LUA AR p-CMSP? 5 48
JE RN T 2 FORE R BC AL 7 2 B S R AT Y
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- Cd1A Z A 54 0.492 7 nm(symmetry code A :
x,=y+3/2,2-1/2), I HIWEE ¢ I mIE T — 4k 5k 45
Fa) 5 T 46 £ TR B AT PR 1 B B X il e R 4 04
J AR TR 2 DR, RS Y SR
P 4R AR G5 R Horp Cd1---CdIB Z [E Y FE 25 R
1.144 0 nm(symmetry code B:x+1,y,z), tb 2 4B 1)
FRR B A YR Cd---Cd Z M2 (1.579 1 nm)
Lo WA, DNTC & 0 0 SR SR FIBRE A7 (3 2) P 0, 45
TRV N a REETE 2 8 5 =W el (515 1 A A A T S L S
S U A 45 SR A S AR B T = 4 SR 2 I
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(Imidazole and water molecules were omitted)

(Symmetry codes: A: x, —y+3/2, z—1/2; B: x+1, y, 2)
B2 R I
Fig.2 Crystal packing diagram of the complex
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FEHE RRINZIZRICAL RS W AT LARSETE 348 °C,
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Fig.3 TG curve of the title complex
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