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Synthesis, Crystal Structure and Spectroscopic Characterization
of Two Chiral Oxovanadium Complexes [VO(Naph-Leu)(OMe)(CH;0H)]
and [VO(Naph-Phe)(OMe)(CH;OH)]

LIANG Han KANG Jing-Jing GUO Qiong ZHANG Qi FEI Ri-Ling GUO Zi-Dong LI Lian-Zhi*
(School of Chemistry and Chemical Engineering, Liaocheng University, Liaocheng, Shandong 252059, China)

Abstract: Two new chiral oxovanadium complexes, [VO(Naph-Leu)(OMe)(CH;0H)] (1) and [VO(Naph-Phe)(OMe)
(CH;0H)] (2), (Naph-Leu=Schiff base derived from 2-hydroxy-1-naphthaldehyde and L-leucine, Naph-Phe=Schiff
base derived from 2-hydroxy-1-naphthaldehyde and L-phenylalanine), have been synthesized. Single crystal X-ray
diffraction analysis showed that complex 1 crystallized in the orthorhombic crystal system, space group P2,2,2
with the cell parameters: a=0.946 80(8) nm, =3.246 3(3) nm, ¢=0.662 37(5) nm, V=2.035 9(3) nm’, Z=4, F(000)
=864, R,=0.046 3, wR,=0.112 7, S=1.076; and complex 2, crystallized in the monoclinic crystal system, space
group P2, with the cell parameters: a=1.113 41(11) nm, 5=0.724 09(6) nm, ¢=1.342 99(12) nm, V=1.047 95(16)
nm’, Z=2, F(000)=464, R,=0.035 8, wR,=0.088 8, S=1.024. The IR, UV-Vis and circular dichroism (CD) spectra
of the two complexes were measured and discussed. CCDC: 885240, 1; 897188, 2.

Key words: chirality; oxovanadium complex; crystal structure; CD spectra
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1.1 RXFENE

L-Se AR L-R N & (A A5 2 i B b st
SRR R AW AR A IR A 2- 5 5128 B (2R 1
P [ B 3R b 2 B A R A iR AL A
SEARER TJCoK B A X8 Sk 43 M 43857 . Bruker Smart-
1000 CCD #4175 441 Nicolet 460 % £T 4b S 154X |
UV-2550 %84 —71 WL 53 5% 5% & 31 (Shimadzu) , JASCO
J-810 AU — A4 543 A (Japan) ,
1.2 BREVYHER

PR & W )& R AR TR L B 1.0 mmol 24 3&

P2 (L-5% 2 PR 5, L-2X P12 2) 1 1.0 mmol KOH, Jil A
10 mL FHEE, R e 2R, B mA 1
mmol Z% M I 1Y JC 7K H B W S mL, 60 °C R otk 1
h, W0 1 mmol & FR A HLINKEW 2 mL, KRG H
KOH 7KW pH 2 6.0 Zi47 , INFR B I 2 h
JE g M EER TR ERR MEES
s AT A LA R, BRI 1 R A 65% 1R
(em™):3 415.7 (s,von),1 645.1 (vs,veo),1 621.3(vs,
V), 950.7(s ,vveo) , 514.2(w vy . BLEH 2 7232 H
60% ,IR(cm™):3 442.4(s,von),1 650.8(vs,vc0),1 637.7
(vs,Ve=x),952.1(s ,yv=0) , 515.7 (W, Vyn) o
1.3 BRI EHNE R BT

P H G 3E RF (9 5 E T Bruker Smart-1000
CCD AU G AT 5P A b A S5 B 46 19 Mo Ka(A=
0.071 073 nm) &4 H W, UL p-0 AT X F
298(2) K N W AR AT 5 i, I 15200 (1) Y T WL (1
3244 4,2 4 2 691 ) T4t fgtr Mg i, 4
TR A 2 W IE | 258 i B R R 4
F AT RS 18 35 R F SHELXTL-97 #4567, dE
SR T AR bR AE 2 1E Fourier A B A % | IF X H:
A bR S A ) S M S RGHEAT T A M /D e A&
IE AR F A bR ST e, WS W 3 B
mn RSB T 1,

CCDC:885240,1;897188,2,
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Table 1 Crystallographic data for complex 1 and complex 2

Complex 1
Empirical formula CpHuNVOg
Formula weight 413.33
Temperature / K 298(2)
Wavelength / nm 0.071 073

Crystal system

Orthorhombic

F(000) 864
Space group P2,2,2

a/ nm 0.946 80(8)

b/ nm 3.246 3(3)

¢/ nm 0.662 37(5)
B

V /o’ 2.035 9(3)

Z 4

D./ (g-em™) 1.349
Absorption coefficient / mm™ 0.52

Crystal size / mm 0.45x0.42x0.31
0 range 2.49~25.02

2

CyH»NVOs
447.35

298(2)

0.071 073
Monoclinic
464

P2,

1.113 41(11)
0.724 09(6)
1.342 99(12)
104.561 0(10)
1.047 95(16)
2

1.418

0.512
0.50x0.32x0.19
2.74~25.00
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a1

Tindex ranges
10 142

3573 (0.039 5)
0.855 3, 0.799 6
3573, 0, 248
Goodness-of-fit on F* 1.076

Final R indices (I>20(I))
R indices (all data)

Reflrctions collected
Indenpendent reflections (R;,)
Max / min transmission

Data, restrainst, arameters

Largest diff. peak, hole / (e*nm™) 324, -301

-11<=h<9,-38<k<34,-T<l<7

R=0.046 3, wR,=0.109 4
R=0.051 9, wR,=0.112 7

SB3<h<12,-T<k<8,-15<I<15
5237

3155 (0.032 6)

0.909 0, 0.784 0

3155, 1,273

1.024

R:=0.035 8, wR,=0.081 5

R1=0.047 4, wR=0.088 8

235, -296

14 BEREWRILEN-FT R HIEUV-Vis)REZ
i (CD)

W — o BEA YW T H B BCE Y vk
2.0x107° mol - L', LA 2 2 | 7E 200~700 nm %
KAu NS, D0 E A P 0 58 b AE
200~700 nm ¥ A TE A r 18R 6
JGik, WE CD RS . B 100 nm-
min™; RN 0.2 nm; RIFRE 3 KGR R IE R

1 em,

2 #HR5WiR

2.1 BRI
PITC S W AR 2 A i 1, B A A

HI T3 2, BB B WY iR S5 # 3B] ASBE S W Y
HAMPIEE . BA YO T30V S B,
P50 V(D)-0(1) 8K 5351 28 0.159 0(3) F1
0.158 1(3) nm, by B 7 (1) £ S0 0B (V=0)1", FH AT 1
e 2 B nT o  BUE - RS B, Hod =3 -
GHETR Schiff B FC A I 5 32 & O(6) i+ 7 22
NEF RE 0@ T L K &5 o) T4k F
N T AR B % 38 - T, 7 U O (1) B - AR 431 1Y)
O3) 0] o5 4 7 /NI A fy il 7 8 RO LR
P OB —J7 , b &9 1 P o HLUE 5 V()
i 15 25 T P 1 1 BE 254 0.029 77(15) nm, 11 BE &4
2 g e B V() IR BB S R 0.029 95(16)

nm,

K1 RSP T 45

Fig.1 Molecular structure of complex 1 and complex 2
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Table 2 Selected bond lengths (nm) and angles (°) for the complexes

Bond parameters Complex 1 Complex 2 Bond parameters Complex 1 Complex 2
V(1)-0(1) 0.159 0(3) 0.158 1(3) V(1)-0(4) 0.194 8(3) 0.194 3(2)
V(1)-0(2) 0.177 1(3) 0.1763(2) V(1)-N(1) 0.210 0(3) 0.212 6(2)
V(1)-0(6) 0.185 5(3) 0.184 8(2) V(1)-0(3) 0.234 2(3) 0.236 2(3)

0(1)-V(1)-0(2) 101.17(15) 100.81(14) 0(6)-V(1)-N(1) 84.66(12) 83.77(10)
O(1)-V(1)-0(6) 99.06(13) 101.68(12) O(4)-V(1)-N(1) 77.20(11) 76.71(9)
0(2)-V(1)-0(6) 101.49(13) 98.99(12) O(1)-V(1)-0(3) 173.24(13) 175.51(12)
O(1)-V(1)-0(4) 101.98(13) 99.99(12) 0(2)-V(1)-0(3) 85.59(13) 82.15(11)
0(2)-V(1)-0(4) 91.23(13) 95.10(10) 0(6)-V(1)-0(3) 79.74(10) 81.08(11)
0(6)-V(1)-0(4) 152.77(12) 151.35(11) 0(4)-V(1)-0(3) 77.33(10) 76.29(10)
O(1)-V(1)-N(1) 93.00(14) 92.62(12) N(1)-V(1)-0(3) 80.28(11) 84.12(10)
0(2)-V(1)-N(1) 163.36(12) 165.38(11)

1 3% 2 TG G W R SC B R B AR AT A TG A
Yy 1 7% 38 T SR 22 ) S £ 4 R L 0(2)-
V(1)-0(4) 91.23(13)°,0(2)-V(1)-0(6) 101.49(13)°,0(6)
-V(1)-N(1) 84.66(12)°,0(4)-V(1)-N(1) 77.20(11)°, H
A Z AN 354.58°, ULHIEC G W 0+ B LR
G R N R AN TR NV AV e e N T V= o )
2 ANEEF O(1) R O(3) 5 2% 18 - 1 1Y BE 25 4 il 2
0.188 45(30) 1 0.203 94(30) nm,0(1)-V(1)-O(3) 1 fi
FEJE 173.24(13)°, #F— Ui W& Je — A28 1 /T
WEhHy, WRE, BCG Y 2 AR 3E S LY R = ]
1) 9 £ 43 1 R :95.10(10)° ,98.99(12)° ,83.77(10)° ,
76.71(9)°, HAE f 2 F1 K 354.57°, Fhim {7 & E i 2

Symmetry codes: ' —x+2, —y+2, z; " x, ¥, z+1; T —x42, —y+2, z+1;

Vo, oy, z=1; Y —a42, —y+2, z-1

K2 Faw1 8 —dE ek

Fig.2 1D chain structure of complex 1

MEJEF 0 (1) 1O (3) 5 2RiE Vi /Y FE & 53 5
& 0.187 77 (31) nm 1 0.206 00 (30) nm, ¥ N
175.51(12)°, [ AU L &9 2 2 — A2 JE A
TR S5

fEX 2 MG YRS V()5 T 5 Schiff
BRECAR 23 BB L — > HIT RV (1)-0 (4)-C (1)-C(2)-
N()F—A7STEER V(1)-0(6)-C(7)-C(8)-C(17)-N(1) (1)
F1V(1)-0(6)-C(10)-C(11)-C(20)-N(1) (2)&5#9, F T
W5 o5 38 7 OB SR £ 4k B 10.56 (17)° A
8.24(14)°, 7NJCIN5 AR IE - 1B B 1) & £ 43 il by
10.02(18)°F1 10.74(14)° , Ui FH 3 JLASF- T HE A |4
FER AT b BT BORT LSS e & 4 i AR
P

TETC AW 0 AR S5 1 | 43 8] 38 o8 55 1 53+
1) S B AH A (3 3) B Ik 3% 2 | B B — i IR &5
., BAY 1 AEAR AR5 RLE i 0(3)-H(3c)- -

Symmetry codes: ' —x+1, y+0.5, —z; " x, y+1, z; * —x+1 , y=0.5,

—z; Vo, y=1,z; ¥V =a+1, y-1.5, =z

K3 RS 2 B4R

Fig.3 1D chain structure of complex 2
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Table 3 Hydrogen bond lengths and angles for complex 1
D-H---0 d(D-H)/ nm d(H-+A) / nm d(D--A) / nm 2 (DHA) / (%)

1
0(3)-H(3c)---0(5) 0.082 0.197 0.267 6(4) 144.6
C(2)-H(Q2)---0(2)* 0.098 0.246 0.333 4(5) 149.1

2
0(3)-H(3¢)---0(5) 0.082 0.210 0.268 4(3) 1282

Symmetry codes: 1: ' —x+2, —y+2, z; " x, v, z+1; 2: ' —x+1, y+0.5, —z.

0(5) AL M — Rk, Rk Z 1) il it C(2)-H(2)
- O(2)" FEEAE R B — dE s IR S5 4 (B 2), A
Wy 2 HAHSE RS FRLE S 0(3)-H(3e)---0(5) F ik
VE FHA4 B — SR S50 (8] 3),
2.2 FEREYIRIEESN-FT LRI 3 (UV-Vis) R Bl —
ki (CD)
S8 Hh ] UL WSO T e e fr 2 £ AT L TE
A REGLRI A BRAE (B — (8 56135 0 AT DA S et A X Bk
IR R LA L A 45 BE G R] 9 BRAE 9 52 ), D
AKX TR B A BIL 3 X8 22 e 18] I O' 0 A T TER] i A
S I 2208 33X Ry TR AT 58 47 B4 T B SR 25 4

PEAETE B BRI E T4 B &M UV-Vis
M CD JEiE,

Kl 4 HBCEY 1R 2 BT B B H Y UV
-Vis Y61, IWEI AT LUE ) BLA Y FE 220~230 F
320~330 nm &b &R H T 5 A9 U5 220~230 nm
T 2 B ED I U T p BLIE 1Y IO T R
WK 7 8 p-mr HOW n-mrx W 19,320~330 nm
T SR A L e 2R (C=N) I - BRAE 51 19,390
nm FiF 3T R 3T A S0 e S N J:}JKXﬂLp H, - %t
SRR 7 $E0 p-mr FHOW - BRIT WS dgR02n

K5 RBCE Y 1 F 2 W i T s v b Y 1R

1.6
225 1(2.0X 107 mol-L™) 164 )22 2 (2.0X 107 mol-L™")
1.24 1.24
L L
g g
£ 0.8 8
s 5 0.8
2 2
< < 327
0.4 321 0.4+
390 390
0'0- T T T T 0'0- T T T T
200 300 400 500 600 700 200 300 400 500 600 700
Wavelength / nm Wavelength / nm
K4 BAPHY UV-Vis ik A&
Fig.4 UV-Vis spectra of complex 1 and 2
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Fig.5 CD spectra of complex 1 and 2
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