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Hydrothermal Synthesis, Crystal Structure and Electrochemical Properties of 2D
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Abstract: A complex [Ni(a-furacrylic acid),(4,4-bipy)(H,0)s], with a-furacrylic acid, 4,4"-bipy and Nickel perchl-
orate has been synthesized by means of hydrothermal way and characterized. Crystal data for this complex:
monoclinic, space group P2i/c, a=1.1222(2) nm, b=1.084 1(2) nm, ¢=1.081 6(2) nm, $=98.37(3)°, V'=1.301 &(5)
nm’, D=1.524 g-cm?, Z=2, u(Mo Ka)=0.813 mm™, F(000)=624, S=1.073, R,=0.041 2, wR,=0.093 4. The crystal
structure shows that the Nickel(Il) ion is coordinated with two nitrogen atoms of two 4,4’ -bipy molecules and four
oxygen atoms from four water molecules, respectively, giving a distorted octahedral coordination geometry.
Adjacent Nickel(Il) ion are bridged by 4,4'-bipy groups and the adjacent Ni(Il)---Ni(Il) distance is 1.1222 nm. The
Nickel(Il) ion isn’t coordinated with a-furacrylic acid .The complex molecules form 2D structure through hydrogen

bonds. The cyclic voltametric behavior of the complex was also investigated. CCDC: 658849.
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A 4,47 BenEnE | e SRR RN AU B ok 1k
S0l - W TR R N A

1E% . H A S HE FTIR-8700 4171 6351 (4 000~
400 ¢m™);Bruker SMART 1000 CCD & 17 4% ;
PE-2400(IDAL T 2 43 143 ; U307~ XT4 XH Bk
I AN KT 22 Fy R B P e B R A BR A
LK98 TALH k450 HT R 55,
12 BREVHNAER

56 2 mmol 4,4 -BRIEBE A 1 mmol = 54 R B¢
Vs At 76 L BERUK (IR A 700 v 7K T I A [l 3 52
2 h, RS ENE 7 A 4 mmol a- A IHg P9 0 R — it
FE RS F) 25 mL AKREE N FHAR U5l 10 BR 08 1 i i
M T 180 CHER KN 20 h, SR LA 5 C-h! BE
BEW PR E B S a E A KA ad E

i P B T 45 4 R R S R R B S A BE
AT X ST AR BT SR R ST R b
CoHy N NiOy,, 315 1H (%) : C 48.27,H 5.06,N 4.69;
SEMAH (%) :C 48.22,H 5.05,N 4.70, m.p. i 238.0~
239.5°C, IR FE LW WIEw/em™)H .3 435(w),2359(s),
1653(vs),1 607(s), 1 616(s), 1 541(vs),1 506(s), 1 456
(vs),1 396 (vs),1 375(s),1 018 (s),810(s), 746 (s),689
(m), 669(w),635(w),592(w), 536(w) ,473(w) , 444(w) .
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TR T8 0.16 mm x 0.14 mm x 0.12 mm
2 & Bruker SMART 1000 CCD 5. & T 544X
HEATAR ST 5L 5, 7E 113 (2) K T Mo Ka 4k (A=
0.071 073 nm), Lk w 477 7E 1.83°<6<28.46°3
Rl IR 12482 AT A, Hidr 3191 Al AT
55 55.(R,,=0.052 0),2 015 ™ 7] WEE AT 5 55 [ 1>207 (D)) H
TaR I ME B IE, AL Lp T M2
BRI, SRS H R ] SHELXS #2712 15 4%
e 45 F RS 15 SR A SHELXL 2 /702 X &8 1
G B ol B2 R B i K S R T R G NS
717 250 B i /D B T, e 2 25 KL
R,=0.041 2,wR,=0.093 4;w=1/[S*(F,}) +(0.050 OP) +
0.600 OP], H ' P=(F2+2F2)/3; (A/0),., =0.000;S =
1.073; (Ap),u=527 e+nm™ H(Ap),;,=-941 e -nm=>, FLC
B AR RS TR 1
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Table 1 Crystallographic data for the complex
Empirical formula CoHyoNoNiOy V/ nm? 1.301 &(5)
Formula weight 597.21 D/ (g-em™) 1.524
Color Green Z 2
Size / mm 0.16 x 0.14 x 0.12 F(000) 624
0 range for data collection / (°) 1.83 to 28.46 (Mo Ke) / mm™ 0.81
Crystal system Monoclinic Reflections collected 12 482
Space group P2/¢ Independent reflections (R;,) 3191 (0.052 0)
a/ nm 1.122 2(2) Final GooF 1.122
b/ nm 1.084 1(2) Ry, wR, [I520(1)) 0.0412,0.093 4
¢/ nm 1.081 6(2) R\, wR, (all data) 0.070 3,0.135 8
B/ 98.37(3) Largest difference peak and hole / (e-nm™) 527, -941
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PRSI IE p=1474 em™ AH LA DB SN, T RE
AP EERWIRE , BEYH 4,4 B0k
WE [ 45 IE W AC 1 43 531 A 1592 .1 407 807 .609 cm™
M #8317 1616.1396.810.592 em™, X FP45 fk
ALINCN S 447 BRI BE 19 R T 58 (D EC A 51 R
E(J[IS,IA]

2.2 EEA%EI] E!EI'{Z'I *,] A: —x, —y+2, -z
LA 4 o0 T 4540 LI 1, 4 R 1] DL ] 2 T BT BRI A W04 T4 s
G ZE RS A 51 T 3R 2 , [ liENs:2]! Fig.1 Molecular structure of the title complex

T3, B RIE 2 fl A BCA Y A RS
FHABAR(D) ES T8 3 4, 47 -FR Ik E (4 A7 61 B ik —
Y TC PR BE | BEAEE 2 R EE SR E DR 0 T — 4t
WARZEH 4 PN AR AR NA(ID)--- Ni(D 9 BE 25 1.1222
nm, TUOEIE TS5 2 DHHESH 4,4 BEILEE 5>+
U 2 S N RF & 4 K5 F o i 4 4 SR T T
A1 JE S FEA N R Z5 4, Kb 0(4) .0(5) . O(4A)
L OSA)E F 75 38 A7 #  N(1)FT N(LA) AL F il 17 437
B . O0(4)-Ni(1)-0(5).0(4)-Ni(1)-0(5A) .0 (4A)-Ni(1)-
O(5A) F1 O (4A)-Ni(1)-0 (5) % 1 73 5 k1 87.76(10)° .

92.24(10)° .87.76(10)° Fl 92.24(10)° , L 8 £ M 360°, B: —x, y+1/2, —+1/2; C: x, y+1, z: D: v, y, z+1;
W] 0(4).0(5) .04A) O(5A)FI Ni(1)7E [7]—A4F 1 E: —x, —y+1, =415 Fox, y, 2=1

e, HF TR 10.927 8%+ 0.363 5y - 0.269 62= P2 i A i A 9 2 ]
0.3635 ,N(])@Jlﬁ%ﬁﬁ‘]ﬂﬁ%ﬁ 0.208 96 nm , At T4 Fig.2 2D structure of the complex
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Table 2 Selected bond lengths (nm) and bond angles (°) of the complex

Ni(1)-0(5) 0.201 8(2) Ni(1)-O(5A) 0.201 8(2) Ni(1)-O(4A) 0.201 9(2)
Ni(1)-0(4) 0.201 9(2) Ni(1)-N(1) 0.2090(2) Ni(1)-N(1A) 0.209 0(2)
C(6)-0(2) 0.124 7(3) C(6)-0(1) 0.126 3(4)

0(5)-Ni(1)-0(5A) 180.0 0(5)-Ni(1)-0(4A) 92.24(10) 0(5A)-Ni(1)-0(4A) 87.76(10)

0(5)-Ni(1)-0(4) 87.76(10) 0(5A)-Ni(1)-0(4) 92.24(10) O(4A)-Ni(1)-0(4) 180.00(5)

0(5)-Ni(1)-N(1) 91.13(10) O(5A)-Ni(1)-N(1) 88.87(10) O(4A)-Ni(1)-N(1) 90.77(9)

O(4)-Ni(1)-N(1) 89.23(9) 0(5)-Ni(1)-N(1A) 88.87(10) O(5A)-Ni(1)-N(1A) 91.13(10)

O(4A)-Ni(1)-N(1A) 89.23(9) 0(4)-Ni(1)-N(1A) 90.77(9) N(1)-Ni(1)-N(1A) 180.00(17)
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Table 3 Hydrogen bond lengths and bond angles
D-H---A Symmetry code D-H / nm H-A / nm D---A / nm ZDHA /(%)
0(4)-H(4A)---0(2) —x, y+1/2, —z+1/2 0.085(2) 0.183(2) 0.266 7(3) 169(3)
0(4)-H(4B)---0(6) x, ¥, z=1 0.083(2) 0.184(2) 0.266 4(3) 172(4)
0(5)-H(5A)--0(1) —x, y+1/2, —z+1/2 0.080(2) 0.188(3) 0.267 5(3) 177(4)
0(5)-H(5B)-+-0(2) x, y+1, z 0.080(2) 0.188(2) 0.267 2(3) 174(4)
0(6)-H(6A)--0(1) X, ¥, 241 0.084(2) 0.191(3) 0.271 7(3) 160(3)
0(6)-H(6B)---0(1) —x, —y+1, —z+1 0.081(2) 0.201(3) 0.279 6(3) 163(4)
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Ni(1)-O(4A)H 90.77(9)° \N(1)-Ni(1)-O(5)4 91.13(10)°
FN(1)-Ni(1)-0(5A) K 88.87(10)° , B il #k42 iE T
90.0°, 3 XJ4b T XF A1 AL B 09 )55 A O4)-Ni(1)-
O(4A) N (1)-Ni(1)-N(1A) #l O(5)-Ni(1)-0 (5A) #F 55 F
180.0° ; [i] B £5L ()5 Fic A7 J5 7 =2 |] ) 1 Ni(1)-0(4)
5 Ni(1)- O@A)AH %k 0.201 9(2) nm,Ni(1)-0(5)5
Ni(1)-O(5A) %5 4 0.201 8(2) nm Ni(1)-N(1)5 Ni(1)-
N(1A)AHEH 0.209 02) nm, X LEEHE VLW 04) 5
O4A) N(1)5 N(1A).0(5)5 OGA) LV E 7 Ry s
XFFR LA B4 U6 bR L A B — A Nl 5 6
ANBC A ST B T 7S BC AL 1 A8 T N TR 2544

FCAL 2R G oMK N R PR AR I A 2 5T,
B S E A T RS o WE I T TR AR
(R L R 1 5 I LK Z [ A7 7E AU . O(4)-H(4A)
+0(2)4 0.266 7(3) nm F1 169(3)° .0(5)-H(5A)---O(1)
4 0.267 5(3) nm F1 177(4)° .0(5)-H(5B)---0(2) A
0.267 2(3) nm Fl 174(4)° ; cc- WK W P 95 TR AR 1Y) R Bk 41
Ji - 5 i 2 K 2Z TR A7 A SV . O(6)-H (6A)--- O(1)
4 0.271 7(3) nm # 160(3)° .0 (6)-H(6B)--- O (1) M
0.279 6(3) nm F1 163(4)°, WL 4h , 73 F il i B K 5
Be o7 7K 2 1) 5 08 AR 3% 45 ] R .0 (4)-H (4B) -+
0(6)°4 0.266 4(3) nm 1 172(4)°, FCALR G Y@L+
B AU I SRR LT A R A
2.3 BAYHREFMRZ(CV)

P 3 bR il 5 W IR PR AR 1B R =k
Z, B AR Bl B AR | AR TR AR
SCE A2 Lt i Al , DL HT R v 500, E 65 9 1 e B oy

LY

LRI 2

17 nA

=Mt

L L L
':""L_'u_uu Wi [T R RTINS

K

3 BRBUTC A W RO PR IR 4 A

Fig.3  Cyclic voltammograms of the title complex
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