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Cu(13.Zn( 1) FeC £ 3.50¢ I },Po 1 RS WET EE b &R - 681 -

## 0. 01 mo!l FALK Fr — FEMFHF T 20 mL FIFAKP, MIA 2 mL BERR  TE T ZF A
0. 025 mol [A] B FEFE ZERRY Z BV 50 mL KB ER 6 o F =R FEHEE . AI K
ZHESR . EETHR. RELE. RERTRH#T:
20;N — C4H,COCH, +H;N—NH—CS—NH—NH;
CH, CH,

|

O;N—CiH,— C=N—NH—CS—NH—N—C—CH,—NOQ. + 2H.0
1.3 E&5DHNEiLSEsK
7€ 50 mL s I A BRI 20 mg FEE ((C:H:),NCI0) , Y&/ (Cu, Zn, Fe, Sn, Pb)
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Tablel Experimental Conditions for the Direct Electrochemical Synthesis of Complexes

solution compostion
anadic metal initidl* voltage/V time of electrolysis/h  meuwal dissolved /g B/ (mol « F—1)

HL/g solvent
1.0 CHAON Cu 20 5 239 1.01
1.2 CHyCH;COCH: Zn 4] 5 127 0.52
1.0 CH:CH,COCH, Fe 15 5 104 0. 50
1.2 CHCN Sn 15 5 z30 0.52
1.0 CHyCH;OOCHa Pb 20 3 227 0. 49

a, voltage required to preduce a current of 20 mA
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2.1 REpraiRet

EERFENEREFABES  AEAFZEREHESETH. & . 8. A0 KARSY
Cu(L). Fe(L)z, Sn(L);, Pb(L): BEHIER #5458 2n (L), . WE T 4 R A9 b (b 2£ 30K B,
N A EB RN

BEAR  2HLA2e~—2L- +H.(g)

BH¥: Cu+tL —=Cull)+e~

M-+ 2L —>M(L);+2~ M=2Zn, Fe, Sn, P

2.2 {LEHHRESFNHEER

HERHFEEF TR 2. XS RNEESITREEYWS BEMNESHRERH Cu). Znl),
HERBEYE, Fell); WA E HARESY . EIH TES . MESYHBERNE. 10 mol+ LAL
A8 DMF B SR ARSEFRBAEEMN™.
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Table 2 Anslytical Data and Some Physical Propertles of Compounds

elemental analysis/ % {caled. } molar conductance
compound* vield/ by color  decomp. temp. /1 peer /B M.
M C H W f{8 » ¢em® « mol™ )
HL a1 white 202 50. 48 4.03 21.11
- 203 (50. 993 ¢4.03) 20, 99)
Cu(L} 81 vellow >300 13.73 44.00 3.27 18.18 diam. 6. 57
(13, F3)(44. F0} (3. 273 (18. 16)
Zn(L): [:1-L] white 217 7.87 47.18 3.50 19.36 diam. 9.12
—28 (7.57) (47.25) (3.50) (19.45)
FelL}z T3 brown =300 6.54 47.59 3.54 1955 5.2 10. 18
(6. 543 (47. 78) (3. 54) (19.67)
Sa(Ll): 76b Tight 245 12.94 44,40 3,31 1825 13. 20
vellow — 246 ¢12. 94344, 303 ¢3. 303 (1B. 32) '
Ph{L}> 35 light 201 20.62 40.41 3.02 16.66 5.37
vellow —202 (20, 603(40. 592 (3. 01} (16,71}
CH; CH:

|
a; HL= O;N—CyH,—CrN—NH—C—NH—N=C—C:H,—NO:

5
CHjy CHy
|
L= O;N—CqH ,—CrmN— ol "—NH—N=—={—C: H ,—O-

5—
by based on the quanuity of metdl dissclved
c: in DMF (25C)

2.3 ESRESHRTLIIER

Boik B AC S B L0 SP e i o R U 0 Com~ B AR Tk 3, AR 3200 em b w i
YW, fETE 2600~2700 e ' E AR w T GEEESWERARASGM. BREE 1620
em T AER R R T B ven W BT, AR EERABEE(—NH—-CS—), K & 1500~750
om ™ HE R B PO M HERY SR BERR AT B e R S SN H & AN B — AL BEE Y
%Hﬁ'ﬂﬂg 1500 cm—*, EE VC—N& vc:sﬁﬂﬂ’i %Zﬁﬁmﬁﬁﬁﬁi? 1350 em ™!, EEI ”C—N& dmugﬂ
AN ESHABBEGEN AT 1010 em ™, EE i ve--WI LN FH G LB L F
830 cm™ kb, BEE YR 3400~3450 ecn ' FE B AR E » IR SHIRUC ; RACIRFE 1620 e ' i1
B ve-nBULSTH B BT EE . — AL T B, 5 — 14 F 1580 em™ BT, MEE B
35~40 em™'  RAFH N Z ERHEHEEEFh (L — S S, BAE 1630 cm BB T — 8
B9 C=N U FAPERHE I AREAE TR EHE TSN C=N FE BB AER & %S
B RABEEYE A 20~25 c ™, 5 SR AN BE R AT R WA B
~10 em™ L, EEA FALBLEIEHRE &Y Fe L), A TR . Kb @B B WA 10~ 20
et BIFALBEBE S FERE B 0~20cm X UREFE S TRUER EREY
~740 em™ SRR T ve-sRY IR UL AR S HE ~ 490 cm 1\ 375 e b BB FIT B F
-~ Vu—stgln
2.4 DIRSESLIE

o] 5 itk R 75 DMF il E 8y, JEM T 4. 7€ 270 nm B 340 nm &b A5 4 AT
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Table 3 IR Data of for Ligand and Complexes

thicamide
campound —H Yoaw LI I | | v to-5 Tr—N M5
HL 32on 1620 1500 1350 1010 830
1630
CufL) 3400 1620 1525 1340 1030 44 750 485 375
1580
1639
Zn\L)z 3400 1615 1523 13438 1208 B45 758 495 350
1585
1635
Fe(L):z 2400 1620 1530 1345 1010 340 740 500 390
1620
1630
Sa(L)z 3450 1620 1529 1354 1030 250 740 490 160
1585
1630
Pb(L)z 3450 1620 1520 1345 1020 B3R 730 495 350
1580
%1 RARRSHORN-TREM
Table 4 UV-Visible Spectra of Ligand and Complexes
compound a/nmef(L » mol=' » em—")]
HL 27000 18X 194> 340(2. 55 « §0')
Cul(L) 28002, 50 144 356¢2. SB~¢ 104) 433{4. 82 10%)
Zn({L): 281(2.31% 1) 361{2.92x101) 448¢4. 16 X 10%)
Fe(Llz 275C2. 42X 109> 35412 82104) 451 (4. 50 10%)
Sn(L); 28602, 13x 104) 37702, 41 A 10%) 44704.11X10%)
Pb{L): 278(2. 33 1M 34602, TO104) 44504. 17 ¢ 10%)
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THE DIRECT ELECTROCHEMICAL SYNTHESIS OF Cu( I ), Zn( 1), Fe(I)
Sn( 1), Pb( I ) COMPLEXES OF 1,5-Bis( 3-NITROACETOPHENONE)
THIOCARBOHYDRAZONE

LIU Jian-Ning YU Xing-Qiao DONG Yan-Jie
{ Depariment of Chemistry, Qingpang Teacker' s College, Xifeng 745000)
SHI Qi-Zhen
(Depariment of Chenudry, Northicest Universly, Xi'on 710069)

Cu(1), Zn( 1), Fe(1), Sn{ 1), Pb{ L) complexes of 1,5-bis(3-nitroacetophenone) thio-
carbohydrazone were synthesized by the electrochemical oxidation of anodic metal in non-aquecus sol-
vents. The complexes were characterized by elemental analysis, IR UV, magnetic measurement, and

molar conductivity ete,

Keyword ; electrochemical syntheals 1, 5-bis{ 3-nitroacetophenone) thiocarbohydrazone
Cu(l}, Zn{I3, Fe(1},8Sn(0L?, Pb{1)
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