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Synthesis, Crystal Structure and Electrochemical Properties
of Complex Cu(3,5-DMBA),(phen)
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Abstract: A copper(ll) complex Cu(3,5-DMBA),(phen) has been synthesized by self-assembly of 3,5-dimethylbenzoic
acid, 1,10-phenanthroline and copper perchlorate. Crystal data for this complex: Monoclinic, space group C2/c
with @=2.348 3(5) nm, 5=0.984 4(2) nm, ¢=1.1384(2) nm, $=103.02(3)°, V=2.5639(9) nm*, D,=1.404 g-cm™, Z=4,
F(000)=1 124, final GooF=1.051, R,;=0.0350, wR,=0.099 8. The crystal structure shows that the copper atom is

coordinated with two oxygen atoms from two 3,5-dimethylbenzoic acids and two nitrogen atoms from the 1,10-

phenanthroline, forming a square-planar structure. The result of the cyclic voltametric behavior analysis shows

that the electron transfer in electrode reaction is quasi-reversible. CCDC: 650387.
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1.1 RFFLER

7. 3,5- BRI IR AR RS k| A 4 1k B
By Ry 43 B 4l v SRR R (1 i

1A% H A5 HE FTIR-8700 41 716151 (4 000~
400 cm™),Bruker SMART 1000 CCD & & it 41 4% |
PE-2400(DELTT 3R 73 B4, AL 507 XT4 XH & 3HE
SO R 22 ) B2 B P R B AR A BR A
LK98 fHLHL AL =50 BT R 45¢
12 BREYKHER

2 mmol 3,5- ~HFKHF LA 1 mmol = H IR
BR A —& I FHEKRGE R AR
AREP IR pH HET M KU B Rl S
4 h,BRIGIEIR AW P I 1 mmol ZBAEM I 2k 2k
SR 1 h, 28 TUE R AR A A K
B 4 dh, T ILRIE AT IS & T X 2k 50 L 4 il 4y
Br i ik, ST R 3 HT K CoHyCuN,0,, THAMA
(%) :C 66.47,H 4.83 N 5.17; 2 {H (%):C 66.40,H
4.82,N 5.15, m.p. 4 124~126.0 °C IR F=Z Wiy

(em™):1 720 (vs),1 626 (vs),1 593 (s),1 530 (s), 1 425
(vs),1400(s), 1 271(m), 1 145(m),928 (m),851 (s), 762
(m),723(s),677(m),430(w), 415(w).
1.3 MEVREEHNE

PEHUSF 4 0.22 mm x 0.18 mm x 0.16 mm Y
B, i Bruker SMART 1000 CCD i 77 4% 1
HEATAT S S5 . 7E 293(2) K F A Mo K 52 (A=
0.071073 nm), KA o 33 77 AE 2.25°<6<27.90°70
Bl N SR BE 9 548 MiT 5 AL, Herb 3030 A2 2 AT S
H(R,,=0.0318),2 667 Al WLEL AT it M [I>20 (D) H F
LER MR EERE IE TR Lp T &5
WAL IE , AR AR S5#4>K ] SHELXS-97 2 7y B 4%
Bifth SRS &R SHELXL-97 & )70 X & 5
TR AR U 43 R FH A 1) [P RN T S v I R
T AT 200 PR e /D e B IF e 2 2
R,=0.035 0,wR,=0.095 4 ;w=1/[S(F,}) + (0.064 4P)* +
0.180 3P|, H ' P=(F? + 2F2/3; (A/0),,,=0.001;S =
1.051 ; (Ap),=285 e+nm™ Fl(Ap),;,=—490 e-nm=, Fi
G IR F RS T 1,

CCDC 650387,

®1 ReWrREZHE

Table 1 Crystallographic data for the complex
Empirical formula C3HCuN,O, V / nm? 2.563 9(9)
Formula weight 542.07 D/ (g-cm™) 1.404
Color Blue Z 4
Size / mm 0.22 x 0.18 x 0.16 F(000) 1124
6 range for data collection / (°) 2.25~27.90 © (Mo Kar) / mm™ 0.891
Crystal system Monoclinic Reflections collected 9 548
Space group C2/c Independent reflections 3 030 (R;,=0.031 8)
a/ nm 2.348 3(5) Final GoolF 1.051
b / nm 0. 984 4(2) Ry, wRy [I520(1)) 0.035 0, 0.095 4
¢/ nm 1.1384(2) R\, wR, (all data) 0.040 6, 0.099 8
B/(° 103.02(3) Largest difference peak and hole / (e-nm™) 285, -490
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IR iR . BAYAE 1626 cm™ 1400 cm™
b B TR FE 1 BORT R A 46 i 3 RN R BR A 45 ik 3
Wl 5 A 3, 5- IR E R v =1 672
em™ Ml v=1418 em™ ML AR TR WL, Ui
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1421.853 #1739 em™ ML #£ h F] T 1425 851 #
723 em”, LW SFIE R Mk AU 5 Ca(Dt &4 T
BCA DL 5 S A e 45 R R — 3,
22 EEVHRELEN

BCG W5 A5 UL 1, b LI 2 T S 0 Y
FEA R A TR 2,

HE LA A SFH LS 1A
1, 10-2F FEWE R4 F A0 2 4> 3, 5- 2 F K R AR Jor
L, G5 o3 T R W 4 AR AE RS BR oG B B 4



% 8 1 FHLLS LAY Cu(3,5-DMBA)(phen) 0 25 1L 1A 2 Hy Bt 625 H 1451
x2 BAYHIZEEKEER
Table 2 Selected bond lengths (nm) and bond angles (°) of the complex
Cu(1)-0(1)#1 0.194 78(12) 0(1)-C(1) 0.127 9(2) C(1)-C(2) 0.150 4(2)
Cu(1)-0(1) 0.194 79(12) 0(2)-C(1) 0.123 3(2) C(2)-C(7) 0.138 5(3)
Cu(1)-N(1)#1 0.201 55(13) N(1)-C(10) 0.132 9(2) C(2)-C(3) 0.138 7(3)
Cu(1)-N(1) 0.201 55(13) N(1)-C(14) 0.135 6(2) C(3)-C(4) 0.138 8(3)
O(1)#1-Cu(1)-0(1) 95.95(8) N(1)#1-Cu(1)-N(1) 81.73(8) 0(2)-C(1)-0(1) 123.14(17)
O(1)#1-Cu(1)-N(1)#1 91.68(6) C(1)-0(1)-Cu(1) 104.20(11) 0(2)-C(1)-C(2) 120.81(17)
O(1)-Cu(1)-N(1)#1 169.48(5) C(10)-N(1)-C(14) 118.24(14) 0(1)-C(1)-C(2) 116.05(16)
O(1)#1-Cu(1)-N(1) 169.48(5) C(10)-N(1)-Cu(1) 129.04(12) C(7)-C(2)-C(3) 119.45(16)
0(1)-Cu(1)-N(1) 91.68(6) C(14)-N(1)-Cu(1) 112.68(10) C(7)-C(2)-C(1) 120.51(17)

#A: —x, v, —z+1/2
1 bREEC A0 5 S5 R

Fig.1 Molecular structure of the title complex
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Fig.2  Packing of the title complex in a cell
U A 45 2R B ARG b DA R o A T
PRk A 1A 1, 10-2BFERE 0k 2 SRR+ M 2
A 3,5- IR ERIR A 2 N REAE IR T AL T
1 A VU e 457 (- T DU SR JE 26 E R o i e 3 RO
BAZH5EA, X 5MEWELLANEIELE 1720 cm™
A FEAE SR W WA £, TEA T BE Cu(1)-0(1)=
0.19479(12) nm, Cu(1)-O(1A)=0.19478(12) nm , Cu(1)-

N(1)=0.201 55(12) nm 1 Cu(1)-N(1A)=0.201 55(12)
nm, VW] O(1)5 O(1A),N(1)5 N(1A) 7 34 T 38 it
i B X AR A P, 3L N(1)-Cu(1)-O(1A) ,N(1A)-Cu
(D)-0(1)¥1°4 169.48(5)°, & W O(1) . O(1A) N(1)Fl N
(LA FZHRE T BL Cu BTy bl i T DU IE o3
THA ¢, 3 FrdE, Z i@t Cu i+, I phen
G330 43 BSR4, 5 A C A 1 R
Z 8] BB A 2.0 (1)-Cu (1)-N (1) 91.68(6)° N (1A)-
Cu(1)-O(1A) 91.68(6)° N(1)-Cu(1)-N(1A) 81.73(8)°
O(1A)-Cu(1)-0(1) 95.95(8)° , & & f1 hy 361.04° (33
360°), & B . 0(1) .N(1) N(1A) . O(1A)F1 Cu(1)JLT 7
[F]— AP f A5 R . 18.549 7x + 0.000 Oy
+10.953 22=1.666 0, “E A1 -1 i 25 73 51 o .
12.71.-13.97 .13.97 Fl-12.71 pm, MECH 5+ 5
O JE I A S A 8 0] LA LR 2 AN T 900,
MJE 2 A 900, (45w Ui E 454y &R
%, BEAMECAL 55 rpus JEFHE 4308 . O(1)-Cu
(1) 0.194 79(12) nm ,O(1A)-Cu(1) 0.194 78(12) nm N
(1A)-Cu(1) 0.201 55(13) nm 1 N(1)-Cu (1) 0.201 55
(13) nm H 2 S EE , MiE 2 SRS ALK

AT RESE H T 2,27 R nH E 1 B [ A3 BEL 52 e
Eﬁ,n%o Wit LA IEH O (1), O(1A).N
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P4 WA E

Be& W P A 55 S E T, 2 5 58 S R 1
A AR MR IR T KT (3, 5- R R 1Y
P Ao R FLESES 0 R L C(10)-H(10)---O(1)
0.305 4(2) nm,112° .C(15)-H(15)--- O(1) 0.346 4(2)
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Fig.3  Cyclic voltammograms of the title complex
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