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Synthesis and Anticancer Activities of Novel Oxovanadium(IV)
Complexes| VO( dtbsal-met) ( phen) and VO( naph-met) ( phen) |
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LI Hai-xia, ZUO Jian-li, YUAN Ze-li
(School of Pharmacy, Zunyi Medical University, Zunyi 563003, China)

Abstract: Two novel oxovanadium (IV) complexes, VO ( dthsal-met) ( phen) (1) and VO ( naph-
met) (phen) (2), were synthesized by aldimine condensation reaction reaction, using L-methionine
(meth) , 1,10-phenanthroline ( phen) , 3,5-di-tert-butyl salicylaldehyde ( dthsali) [ or 2-hydroxy-1-
naphthaldehyde (hnaph) ] as materials. The structures were characterized by IR, HR-ESI-MS, molar
conductance and single-crystal X-ray. 1 (CCDC:1 429 158) and 2 ( CCDC:1 429 159) belongs to
monoclinic crystal system and triclinic system, respectively. The in vitro anticancer activities of 1 and
2 against A-549 and HeGp, were tested by MTT method. The results showed that 1 and 2 exhibited
certain antitumor activities.
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Chart 1

AR R I S e SR e G YT e 17—
SefFE TR P FEBLIERE L A SO LR
fiz (met) , 1,10-%FFEMIME(phen) 1 3 ,5- KT
IR (dibsal ) [ B 2-52 5E-1-Z5 B (naph) ] 2 Ji
*4,,Iﬂtcﬁé‘zfﬁAfiﬂ%ﬁiTﬂﬁ/\¥ﬁﬁ” AL (TV)
JE B A4 [ VO (dtbasl-met) (phen) (1, Chart

1) %1 VO (naph-met) (phen) (2, Chart 1) ], H%5
FZ: IR, HR-ESI-MS, J5 /R i 5 Fl X-5F 4% L A AT
SPRAE. IR MTT B0 6 0858 1 1 F0 2 X5 A fii
Ji g 240 B ( AS49 ) U5 93 48 JfL ( HepG2 ) (1) 44
SN TR

1 BES

1.1 ALE LK
Varian 1000 FT-IR #Y 1 4p 5% 3% % ( KBr &
F) ;Micromass LCT Premier XE %I & 433 R IE 1Y
Bruker APEX2 Smart CCD #Y X-5f £k B S AT 5% 5
DDS-307 A§ 4 R TR AL
A549 1 HepG, , 18 SCIE 2 e B2 2 B 5L Pl
Hoa B G X D 23 B

1.2 1422 894

TERC A met 149 mg(1 mmol ) , F 44
A4 40 mg( 1 mmol ) F1 50% H FE 10 mL, Jl P
FEEEHSE AT A dibsal 234 mg (1 mmol ) f
FIEE(10 mL) ¥, 17137 (80 °C) Je i 1 h, 221
T IR R AL 163 mg (1 mmol) AY7K (5 mL) K,
5, B S 2 RO RS 2T 1k (29 1 h)
ZZ 189 7 phen 198 mg (1 mmol) fyJE7K HI (10
mL) VU, T S, IS 1 b, WA R E R, il
U8 IEDHRAZK T EE R 1K (3 x 15 mL) PR,
FLAS T ARSI ALV AN L)  VIPREE) =
11 EES R AHOR A 1468 mg,

FH naph X, dibsal, FIZELAY 7 156 AL 6
FEIR AR 1A 2 438 mg,

1. #%76.7% ; IR v:3 552, 3 475, 3 414,
3232, 3145,2957,2871, 1658, 1636, 1616,
1560, 1 534, 1423, 1339, 1 170, 955, 852,
729, 618, 545, 471 em”'; HR-ESI-MS m/z:
Caled for C,4H,;N;0,SVNa{[M +Na] " }633.184 2,
found 633. 181 8; A [ V(MeOH) : V(DMF) =
1:1,¢1.0x10° mol - L™, F[A]): 5.38 Q' -
mol '+ em?,

2. 7R 79.9% ; IR v: 3 461, 3440, 2 923,
2854, 1651, 1639, 1617, 1553, 1534, 1496,
1425, 1400, 1332, 1232, 1175, 1138, 1090,
958, 852, 726, 609, 429 cm ' ; HR-ESI-MS m/z:
Caled for C;, Hy; N;O,SVNa{[M + Na]* }571.074 7,
found 571.071 7; A,,: 8.41 Q" ~mol ' - em’,,
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1.4 By & 2

BSON H50A= K 01 A b JRe 4, P A0 B TR TR
[ £ 10% G2 3% WL (& 2 100 ug - mL™",
HEA 3 100 ug - mL™') ] [ DMEM B 3% 5
(A549) F1 RPMI1640 15573k (HepG, ) , 1% 41 Jifd
WeHE R 5 x 10* A~/mL, i F 96 FLAR 1,100 pL/
flo T 5%CO,, 37 CE&AM T 57 24 hy s 5L
Fi e B DMSO e il A F S BEVR, P43 I ACKE b
FLH, (A S AL 2 Mk B 43 3 Ry (5, 10, 20, 40,
60, 80, 100, 120) pg - L™", H & &5 & fL AN
100 pL 5553, M9 F 24 ho /MO TR LA,
FALIA MTT %8 (5 mg - mL™") 10 uL & 90
pL B53%3E,F 37 CHFH 24 h, /INDIR AL
A, &L DMSO 100 wl/fL, T2 i k4% 5 min,
FHBEEE S 2K 00 490 nm Zbf¥ OD i, T80 %
{1-(ODyg = ODy )/ (OD gy — ODoyy ) | X
100% | 5 G4k SPSS 17.0 H144 5 1C,, i,

2 ZR5itE

2.1 Mgk
1 12 7E DMSO F1 DMF 44 2 B Y B 4711
VAR 7R TJCOK BB SR O, AE U H e A
AR B A A T RI R0 R
1 A2 (1 A, (EIIAR/N, BB HAERTF 98 T W
AR B F I A1, RV S A A &
H R AR

2.2 ZEHEAE

FET A1 2 9 IR 3 (B%) 1,1 651 em ™" ~
1658 cm ™" AU Wi 8 R AR (C = N) FFAE R 2
Wi 7 e R SR 4 A 1 2 B 7 1 616
em ™' ~ 1617 em ™ AEIIR ISR v, oy, T

[lHF, 761391 em ™' ~1 418 em ™ b B v, (o,
e 2o R R AS Ao R 4 R R R s R i e i
LR TR R AR T S SR B I
M AE 1170 em ™' ~1 175 em T R T I ER
(4 v o FRAEAR SN iU ™ |t — 2 Ui T B 377
T BHERBCAPIZR . 5550, 1E 955 em ™' ~958
em ™ AR REEE vy _ o FEAE PRSI YE  ER
HFREC &Y A o 4R A AT

10 2 1Y e 43 B s Acs S5 SRE A
b, RWIHZEH 5 HUNE5# (Chart 1) (18420 AL
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2.3 BAREMH

1R 2 (Y b = Rl W3 1 (A5 B A7 T
e [ S A K gl oLy, CCDC 50 51l 1429 158 7l
1429 159) , A ARESH P DL 1, 2 28I T8 £
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Table 1 Crystal data and refinement details of 1 and 2

Comp

1

2

Empirical formula

C,H;N,0,8V  C,4H,;N,0,SV

Formula weight 610. 65 548.49
Crystal system Monoclinic triclinic
Space group P2,/c P-1
a/A 16.793(10) 10.561 8(5)
b/A 9.802(6) 14.417 6(7)
/A 19.045(11)  19.824 4(10)
/() 90 109.738(1)
B/(°) 96.315(8) 96.246(1)
v/ (°) 90 103.462(1)
v/A? 3116.0(3) 2704.8(2)
VA 4 4
De/g + em™ 1.302 1.347
p/mm ! 0.425 0.482
F(000) 1284 1132
Goodness-of-fit on F* 1.061 1.098

R, 0.077 4 0.0512
wR, 0.230 3 0.142 8

TRV ORANEAL R =X (HF - 1F 1)/ 3IF, I,
wR, = { Tw[ (Fy - F)?1/Zwl (F)* 11"
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VO JE RBRFCR RN phen FCAAIER 18, 1 (5
TRZERE HH— AN A 0 5 F 41, 1T 2 1 A AR 25 4
HWAEC G FA. 761 F12 5 F45H
o B RO A R B AL (V) RIS 4300 5
JE AR R N, O il phen H A~ N L&
ALY O BEFTHCAL

ME 1T IEFTLAE 1 F 2 53 F a8 (Iv)
(VL) ] Ak FA5TE (4 /\ T A BC A PR 58 2 v, 38 3
JE JEARECAAR I =15 I Rk O, J&5 JS ik 2 & N,
IR FE O Al phen [ N AbFiZ AT /\ i {4
Y 2R IEF- T L T phen FRAAR A9 N(2) FELAA H
) O(4) 5k O(3) ML/ TR ol g 17 B 2 F o
1E 2 W53 45K, phen F1 55— 73 F B ZR PP L
PR AE B AT 19 25 [E] 4540

AN FE 1 525k LAV (D) S, 2
SPERLT V(1) -0(2) -C(29) - C(28) - N(3)
RHICH (1) FM V(1) =N(2) -C(5) -
C(6) =N(1) B fICER (i) LK V(1) -0(1) -C
(27) -=C(18) —=C(13) = N(3)NIcFh(iii) . i HY
G FA o 8.59(18) °, ii Al iii BHLEE 4350 2. 22
(16)°F16.89(18)°, LB WAy i Ay TLTHPEA &
RGF (HZEA TR AR I 1 i e, i 5
HIE B U AR RT79. 024 (172) °, i i B

Figure 1 Crystal structures of complexes
Fz2 12 MBI R A
Table 2 Selected bond lengths and bond angles of 1 and 2
1 2

Bond Length/A Bond Angle/ (°) Bond Length/ A Bond Angle/(°)
0(4) -V(1) 1.569(6)  N(3)-V(1) -N(1)  87.5(3) 0(3) -V(1) 1.596(3)  N(1) V(1) -N(3) 89.14(13)
0(2) -V(1) 1.971(6) N(2) =V(1) =N(1) 72.6(3) O(1) -V(1) 1.993(3) N(2) -V(1) =N(3) 72.93(13)
O(1) -V(1) 1.930(6) O(1) =V(1) =N(1) 77.0(2) 0(6) -V(2) 1.593(3) O(1) =V(1) =N(1) 79.21(14)
N(3) =V(1) 2.026(7) 0(2) -V(1) =N(1)  81.1(2) N(1) =V(1) 2.030(4) 0(3) =V(1) =N(2) 93.10(16)
N(2) -V(1) 2.143(7) 0(4) =V(1) =N(1) 167.5(3) N(2) -V(1) 2.139(4) N(2) =V(1) =N(3) 72.93(13)
N(1) -=V(1) 2.358(7)  O(1)-V(1) -=N(2)  91.9(3) N(3)-V(1) 2.344(3)  0(1) -V(1) -N(2) 88.50(13)
C(32) =S(2) 1.770(11) 0(2) -V(1) =N(2) 92.1(3) C(15) =S(1) 1.781(6) 0(4) -V(1) =N(1) 87.44(14)
C(31) -S(2) 1.793(9)  0O(2) -V(1) =N(3)  80.0(3) C(16) =S(1) 1.796(6) 0(3) =V(1) =N(3) 166.02(15)
C(29) -0(3) 1.216(10) 0(4) -V(1) =N(2) 95.0(3) C(13) -0(2) 1.221(6) 0(4) -V(1) =N(3) 80.85(12)
C(29) -0(2) 1.270(11) 0(4) -V(1) -0(2) 102.0(3) C(13) -0(1) 1.276(6) O(1) =V(1) =N(3) 79.74(13)
C(27) =N(3) 1.292(10)  O(1) -V(1) -0(2) 155.5(3) C(11) =N(1) 1.291(5)  N(4) -V(2) -N(6) 161.78(15)
C(28) -N(3) 1.483(10)  O(4) -V(1)-0(1) 101.7(3)  C(12) =N(1) 1.475(5)  O(7) =V(2) =N(5)  79.29(13)
0(4) -V(1) —=N(3) 105.0(3) N(4) -V(2) -N(5) 89.63(14)
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FAXT AS49 Fl HepG2 HY 1C, 43 5114 2. 99 uM FiI
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3 g
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