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Synthesis, Crystal Structure of Mixed-ligand Complexes [Ni(NPA),(Phen)(Ac)(H,O)]-H,O
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Abstract: A Nickle(Il) complex [Ni(NPA),(Phen)(Ac)(H,0

)]-H,O has been synthesized (NPA=N-phenylanthranilic

acid, Phen=1,10-phenanthroline and Ac=acetate) and characterized by IR, elemental analysis and X-ray crystal

structure determination. It crystallizes in triclinic system, space group P1 with a=0.89125(2) nm, b=1.45185(3) nm,

¢=1.48554(3) nm, a=67.384(1)°, $=82.932(1)°, y=85.168(1)°,

V'=1.759 50(6) nm?, Z=2, D.=1.405 g-cm™, F(000)

=778, R,=0.032 3, wR=0.084 7. The crystal structure shows that the Nikcle(Il) ion is coordinated with two oxygen

atoms from two N-phenylanthranilic acid , two nitrogen atoms from one 1,10-phenanthroline, two oxygen atoms from

one acetate and one water respectively, forming a distorted octahedral coordination geometry. CCDC: 657265.
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ZLAMGIE ] H A8 5 HE FTIR8700 L4 G
(KBr 5 Fr); Je R 2 Bl PE2004 JC 3 73 B4 ;
{4 45 K4 I 22 5 B Rigaku RAXIS-RAPID R 5 A7 4
10, N-ARFRARAR A B A R, SR B o Jy i B, b7
4,
1.2 BEVHER

PR 1.0 mmol  (0.213 2 g) N-RFEAR AP 2 2L oK
FH R F11 0.5 mmol (0.099 0 g)4BE MMk T 20 mL H
FErh ERFE T 222 A 10 mL(H BE: K =1:1) & B
28 0.5 mmol (0.124 4 o) B WE I8 59 pH (K
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W, EIRCE — S s sk SR, iAWY
CZOHIS.SONZNiO.SOO3.SO E@ﬁ%ﬁ*ﬁi‘l‘%ﬁfﬁ (%) H C ,6454 5
H,5.01,N,7.53, Wl & {4 (% ):C 64.55,H 5.06,N
7.56  £LAMGIE FEEE M . 3434.8,3140.2,1 610.4,1
595.0,1577.7,1521.7,1421.7,1390.8,1070.4,845.8,
726.2,653.8 cm™,
1.3 BIEEHHNNE

P — R K/N R 0.32 mm x 0.15 mm x 0.12 mm
(1) AR 7E Rigaku RAXIS-RAPID H 5 A7 55 4% R
& A S p R aoibnr Mo Ka 54(1=0.071 073
nm), T 153(2) K, P w-260 3 $ 5 e £ 8 . 78

3.02°<0<27.49°Vu HI PN, 2L g 17 322 AT 4T A
Horp ST A 5 2R 7 989 N (R;,=0.017 6), AT W% s
[I>20(1)]6 825 ™ T 45t fg b Foks &, 47l Eds &
Lp B 4560 WOSOR I b AR 45 4 SR R 1 922 1% i
W, & 2% 228 Fourier A W5 15 2 &3 4 &R F
AE R, IS N AR AR T AR X T R
AR A bR B A5 ) S AR S B4 A B /N
PABIE , me 245849 25 1 F R,=0.032 3,wR=0.0847,
TR A5 43 Hr it 5 T AE R SHELX-97 #2)7 & 4t
SERL, RS R ILER 1,
CCDC:657265,
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Table 1 Crystal data of the title complex
Empirical formula CayHis50N2Nig 500350 Absorption coefficient / mm™' 0.609
Formula weight 372.22 F(000) 778
Temperature / K 153(2) Crystal size / mm 0.32 x 0.15 x 0.12
Crystal system Triclinic Range of 6/ (°) 3.02~27.48
Space group Pl Limiting indices -11=<=h<10,-18<k<18,-19<1=<19
a/ nm 0.891 25(2) Reflections collected / unique 17 322 /7 989 (R;,=0.0151)
b/ nm 1.451 85(3) Data / restraints / parameters 7989 /417795
¢/ nm 1.485 54(3) Goodness-of-fit on F* 0.995
D,/ (g-em™) 1.405 Final R indices [[>20(1)] R=0.032 3, wR,=0.084 7
A 2 Largest diff. peak and hole / (e+nm™) 622, =521
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BeAITE 3434.8 em™ BRI A — 58 1M 58 14 W U
W B H,0 B OH AYRFIE RIS I% . 7E 16104 cm™
H11390.8 em™ &b i B0 A M0 | wT UE & T A R
B0 v, R v AR RS, B N-ARHARAR A R
R v,=1654.8 cm™ MIZEBL G W THIE K, BLEW
) Av(@,—v) N 219.6 em™ KT 200 em™, Ui W2 5
DLt 58 T R A AL, RIS S Y TP BT phen
(AR BN I v (14217 em™), AR5 B AR T 1)
11 715 W4 2l 8y 848 em™ Fl 734 em A% [ (IR A5
K1) 845.8 em™ Fl 726.2 em™, X # B 4% I AL 1R
phen S5ELE T Z ML B T AL, X465 X AT
W3 A BT A 4 SR — 3
22 LR
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FAfE 3 3 oy TR AF e A

K1 EAPINI(NPA)(Phen)(Ac)(H,0)]- H,O
B 125 A

Crystal structure of the complex

[Ni(NPA)y(Phen)(Ac)(H,0)]- H,O
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Fig.1
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Table 2 Selected bond lengths (nm) and bond angles (°)
Ni-O(1) 0.206 63(12) Ni-0(3) 0.206 80(12) Ni-O(5) 0.207 48(12)
Ni-0(6) 0.204 49(13) Ni-N(3) 0.208 85(14) Ni-N(4) 0.208 54(14)
C(1)-0(1) 0.127 6(2) C(1)-0(2) 0.124 8(2) C(14)-0(3) 0.126 6(2)
C(14)-0(4) 0.124 5(2)
O(1)-Ni-N(4) 88.51(5) 0(1)-Ni-0(6) 91.29(5) O(1)-Ni-N(3) 96.36(5)
0(1)-Ni-0(5) 89.14(5) 0(1)-Ni-0(3) 178.81(5) 0(3)-Ni-0(6) 88.08(5)
0(3)-Ni-N(3) 84.67(5) 0(3)-Ni-0(5) 89.95(5) 0(3)-Ni-N(4) 92.27(5)
0(6)-Ni-N(4) 171.21(6) 0(6)-Ni-0(5) 98.77(5) 0(6)-Ni-N(3) 91.88(5)
0(5)-Ni-N(4) 90.01(5) 0(5)-Ni-N(3) 167.91(5) N(3)-Ni-N(4) 79.42(6)
£3 ERBH
Table 3 Hydrogen bonds
D-H---A D-H d(H-A) / nm d(D--A) / nm ZDHA / (°)
0(6)-H(6B)---0(2) 0.082 0(10) 0.184 8(14) 0.263 2(2) 159.32(3)
0(6)-H(6A)-+-0(7) 0.082 7(10) 0.189 1(12) 0.270 4(19) 167.61(3)
N(1)-H(IN)---0(1) 0.083 6(3) 0.203 2(3) 0.268 7(2) 134.79(2)
N(2)-H(2N)---0(3) 0.082 5(2) 0.199 4(2) 0.265 1(2) 136.20(2)
0(7)-H(7A)---0(2)' 0.083 0(10) 0.204 8(15) 0.284 6(2) 161.26(3)
0(7)-H(7B)---0(4)’ 0.083 1(10) 0.198 3(18) 0.277 9(2) 159.96(4)

O6)A TR A7 &, 1My 2 SRR TP Y 0(1) . 0(2) M 4b
Tl 1) 7 & N(3)-Ni-N (4),N (3)-Ni-0 (6), O (5)-Ni-
0(6),N (4)-Ni-O (5) 1) # #f1 43 5 2 .79.42° ,91.88° ,
98.77°,90.01° = 58 £f1 2 360.08° (- # H21L 360°), 3%
W] N(3) .N4).0(5).0(6) )i F JL-F 7E [6] —F- T ; il 1]
1) O(1)-Ni-O(3)# /1 b 178.81°4% 3 180°, 3 W L &
Y me AR R B/ Ni-O (5),Ni-O (6),Ni-O(1), Ni-
0 (3) M B & 41 %1l 2 0.207 48,0.204 49,0.206 63,
0.206 80 nm, IR H 0.206 35 nm K T 1A
KB AP Ni-O 5K 0.206 15 nm®, tEAk L
B YA Y Ni-O B, Ko b i U A g
JI58 T N-ZRHARCAR 2 4 H R b i U T S 1R
R e i S - O AV BB D e, ORI 3 B AR
#o= AR 5 NI O B B AL, B 5 1A
BH S5/ | PRI P67 8 ) ik, AR C 467 2 B T
PR 2 B S A AR E M Z A E S PER G R
RIS P Bl e | A ) T A R R A T V-
FRAR S I 2 R i R M be 2L TR 55, LA 7 1) 9 ik
Bl M e 2 R AR 25 | IR I Ni-O(1), Ni-O(3) 4 K L
Ni-O(6)4 , B 45 [ G H L AL RE Ik . HAR NPA B A
BRWALBEAE ENE 1 Al LUE WL, R A
Y RE  NPA WY R EEA e J7 ] R4 AR S, [A] A A
C(7)-N(1)-C(8) 8 /1 126.12°F1 C(20)-N(2)-C(21) 1Y

SEF 129.91°0 A1 RIS IR KA T AR 2 B
B I % | H. Phen FR-F 17 30T {0 10 B F /A4 i il 31X
SEHRAT R AR T BCAAR R A2 BHL, [RTAs, AT AR R T
P REC A5 90 phen PR 4 5K 7 4R HIE Bl ) B9 O(1)-
Ni-O(3)EE A FE IR 25 T 180°, FLA R FEH O(1)-C(1)
K 0.1276 nm,0(2)-C(1)# 1 0.124 8 nm A 257
(A=0.002 8 nm), FHABARMEZRE H J5 LT
GBI HEFAREER 0(3)-C(14) 5 K 0.126 6
nm ,0(4)-C(14)5 1 0.124 5 nm 5 A7 # A A[E X
AT REAE TR A B 1A B 5

Ni-N (3) 1 Ni-N (4) B9 8 4 43 51 24 0.208 8 nm),

K2 EA I [Ni(NPA)(Phen)(Ac)(H,0)] H,O 4 3R]
Fig.2 Packing diagram of the complex
[Ni(NPA),(Phen)(Ac)(H,0)]- H,O
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0.208 5 nm, FIHEEK N 0.208 65 nm KT Ni-O 1y STk,

1 0.20635 nm, BEHITEARERCS P N 1Y
e {7 BE 71 55 TR R F I E AL RE J1 . ek, i T NPA
BRMAIBEAER, #R 8 E Y I Ni-N 7 254
K2/ TR ZEBA P 1) Ni-N T35 K 0.207 05
nm[lo]O

3 3 Al A, o F A R a i &, o
WA 7R S A FNAE, S50 T A
(1) 32 B g V- A AR 22 2% P R AR v oA TE A6 1) 40
JEF 5 AW R B KAy T o TN S
SR B RRA B AFFE ) N(1)-H(IN)---O(1) & | LA &
N-ZRFEAR AR S 56 28 FH R AR v A Jic A 1) 480 7 5 i
AW LA 7K 43 ] S5 (0(6)-H(6B) - O(2) 8 K
0.184 8(14), #ff1 159.32°), 5 35 Z B R BE 40K | ik 4
ARSI . WAHSR 3 A~ F 1
m JRMERRE 2 AT LR 1 BCA Y1 phen 265 4H 4D
53 F ) phen S Z BRI AFTEE m-m HERUWEH], 3
ASFHEB S>3 5120 NiA ,NiB,NiC, NiA ‘5 NiB 2B
W Wk IR T 22 B) T & AR X 2 . 29 1/2,NiB 4R 3E %
Ik B T 5T B NGA <08 1 obk BR T A R BRSOy
0.326 5 nm,NiA &J 35 0% Bk BRI 5700 B NiB 4B E i
WK AN TFT S0 BE 25 R 0.466 3 nm, NiA 5 NiC 43 [H]
LRAE NG MR IR T 2 A S AR > . 29 1/5 NiC <F JE 1%
Ik A T 5T B NiA < 1 obk BR T A I BRSOy
0.3264, NiA ZBIE & ok ER 1 500 F1) NiC 48 JE M bR
I BT FE B R 0.4629 nm,, T S5 - HEFAE
FREBC A WIIE BT 52 2% 1 = 4 AR 25440 | [] Hsf 384 Jon
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