B3 X Lo ¥ % # Vol.11,No.3
199549 JOURNAL OF INORGANIC CHEMISTRY Scpl.1995

BAV) -2 ER KBRS MNE RS RIE

22K B K B
HEE  RAeH O o
(ThWBEXFER 5 453002

UABGREM o-HERH HR. WER. SR8 FER. L5080 ENRER. XNER) SO0
B BRI N sal=aa « KENRK, 500 KEEERLER GeCl, « (sal=aa - k), R AY, 3ilixd
ORI, BERWS. LDMGIN. BREIEE. RA—TRGE. M TRIIR TRAWNAR
Bt .

X2iA: EER Raw . E3 ]
mOOB
ETHIELAYRASMMNEDREM T ZOARER, UREER-KGBRAXRE
AP EEA B RN P VAR ART —EES MR AN EER- KGR AKX
BRI MRS 8, VI T EMNM BRI AR, VIR ENNEDERRt TH AN
84,

x I B &
— RERRANNAR

BT IS S8 XK B R A R B R B MR R, BRBERULRAYREFHAOLEL
KRBT AR SRR TZIreiill; KR N5 b sE ), B8 0T LR M 7 ik i b B 3
GRFET 80, WAL sE 7 T E 7 (82~83T).

% I Dictrich Heinter @ Ji A BT a3 BR—KBRELLRRE, 7 5 B4 I IS 4R4E Blic
PEUESE, JTUH AT A RIE L. .

RAYWMHAR: ¥ 2mmol 4L %T 30ml oK PRE, R 4mmol AL 2: 1 (H
BERIEINAT] GeCly MMRIERS, REBREZRE N, SATEEEE, AR RO
Whril, MR, HEdR BUAXKTEEIRE TREALKZBRESLR, =8RTF
B FFH PR,
=, REAEERNE

RS HN C. H. N TRIMEMNEE PE-2400 8 C, H. N TEIMIL /R
i KPR L GeO, TEABAE; CI Al AgNO, FAEHIE. L0 YGi% 40 i i A X E

WOHS 11 80: 1994-11-19,
FR O HE NAREE RN,
» SEHIRERR AL
B—HE FHERE, 9,38 ¥, MiBR. TEATMRA QK 5290 THREEN BB,



miy BOV)- MO KA WMTR Y KIE - 297 -

SP,~300 K20 4R Yo X6 ik, K Br [E H, € 4000~ 200cm ™ MR N HE1%. '"H-NMR i #
JNM FX 60Q #i X B3t AL, I TMS fEAbR, DMSO—d, fE M. W -FXi% b iEM %1
PE-17 BT A X R, BA DMSO N MAALR 107~ 10" mol » L™ BB 178142,
EE/RILS A DMF M8 AR 10 mol - L™ OIS HA DDS-TT A UL {. TG 4-¥ifEfl H
A DT—40 FIAIF Ui i, ilH H 4~ Smg, BIFARMEK 10T / min, ¥ F/ {50 100m! / min [
F2E4, TG it N Smg.

# R 5 it
RA Y4 DMF JgER /Kt G {f1(110.08~140.31S + cm? + mol™), L EHIACAWLN 1 ¢ 2
MAFRLAY K' 5 COORB TS, MMM RITNMRAYW M ILAS1:2
L Filht. BIARAYHAAET K. %, L. ZR%, B8 T DMF. DMSO % [EFRTHE
. WAWNTRIIERE ERWEIRICSTX 1.
®1  EANN—EWENRRTES NS

Table ] Somc Physical Propertics and Elemental Analysis Data of Compounds

clemental analysis found(calc.)% Ag
compound . color —_— — :
Cc H N Cl Ge (S cm?« mol™)
GeCl, » pale 33.36 2.60 4,62 21.74 11.30
(sal=gly - k), ycllow (33.30) (2.47) (4.32) (21.89) (11.19) 124.30
GceCl, pale 35.82 293 413 20.82 10.83
(sal=ala « k), yellow (35.47) (2.96) (4.14) (20.99) (10.73) 110.08
GeCl, » ycllow 38.98 344 3.93 19.04 9.73
(sal=val * k), (39.31) (3.82) (3.82) (19.38) 9.91) 118.46
GeCl, - pale - 40.95 4.01 132 18.14 9.69
(sal=lcu * k), ycllow (41.02) (4.21) (3.68) (18.67) (9.54) 138.56
GeCl, » pale 45.53 320 319 17.00 8.24
(sal=phen « k), ycllow (46.34) (3.38) (3.38) (17.19) (8.76) 140.37
GeCl, » ycllow 34.05 2.61 3n 20.30 10.06
(sal=scr « k), (33.87) (2.8@‘ (3.95) (20.04) (10.29) 136.74
GeCl, ¢ carthly 33.17 22 3.08 18.97 9.99
(sal=cys * k), yellow (32.41) (2.73 (A.78) 19.17) (9.80) 128.86
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Table 2 Important Infrarcd Frequency(cm™) and Electronic Spectra Data

|mportanl IR frcqucncy(cm b electronic band

compound ——— e e ——— e —
V=N Vc-o n(eoo—) Va(coo-) VGo-N YGe-C1 (nm)
sal=gly ¢ k 1607 1290 1550 1410 265 309 403
sal=ala ~ k 1612 1290 1550 1412 265 305 404
sal=val « k 1610 1291 1549 1411 266 305 404
sal=lcu = k 1609 1289 1550 1408 268 304 405
sal=phcn « k 1616 1288 1548 1410 268 306 404
sal=scre k 1595 1290 1549 141§ 265 307 405
sal=cys * k 1603 1291 1547 1414 264 308 405
A 1634 1292 1550 1411 632 280 270 312 3719
B 1626 1294 1554 1408 628 288 269 310 334
C 1628 1292 1553 1410 " 636 286 271 310 380
D 1624 1293 1551 1408 630 284 272 312 375
E 1621 1293 1551 1411 636 279 269 310 333
F 1618 1291 1551 1411 633 282 270 311 380
G 1620 1292 1550 1408 628 285 271 311 385

A =GeCl, « (sal=gly * k),;; B=GcCl, « (sal=gla « k),; C=GcCl, * (sal=val * k);; D=GcCl,  (sal=1lcu » k),
E=GeClg « (sal=phen « k)y; F=GeCl, » (sal=scr » k),; G=GceCl, ¢+ (sal =cys * k),
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Table 3 'H-NMR Spectra Data(d, ppm)of Ligands and Their Compounds

compound aromalic —CH =N- a—CH OH
sal=gly+ k 6.40-8.10 8.84 4.60 12.93
GceCl, » (sal=gly + k), 6.45-8.20 9.59 4.60 12.85
sal=ala« k 6.44-7.96 8.75 4.7 12.94
GeCl, » (sal=ala » k), 6.52—-8.04 9.55 4.70 12.79
sal=val * k 6.60—8.26 8.74 4.50 12.90
GcCl, « (sal=val « k), 6.56—8.17 9.60 4.52 12.88
sal=lcu s+ k 6.70—8.28 8.81 4.42 12.91
GceCl, « (sal=lcu » k), 6.49-8.06 9.77 4.41 12.74
sal=phcn « k 6.74-8.15 8.79 4.20 12.94
G¢eCl, » (sal=phen « k), 6.80—8.35 9.68 4.23 12.87
sal=ser= k 6.75-8.21 . 8.80 4.80 12.92
GceCl, » (sal=ser « k), ’ 6.84—-8.40 9.54 4.78 12.85
sal=cys * k 6.64—8.19 8.82 4.50 12.89
GeCl, = (sal=cys « k), 6.70-8.33 9.70 4.54 12.71
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Tablc 4 TG of Complexcs
molcc. mass loss
compound PDT’(TC) -R
weight . cale. % found%
GcCl, ¢ (sal =phen « k), 828.6 320-344, 350—620 3105 36.00 —CH,C H,
GeCl, » (sal=gly * k), 648.6 330—385, 390618 3346 33.00 H
GceCl, » (sal=ala * k), 676.6 350-370, 378630 34.14 3448 CH,
GeCl, » (sal=val » k), 732.6 351368, 370—-642 3535 34.50 —CH(CH,),
GeCl, » (sal=lcu * k), 760.6 355-360, 365—636 35.89 3508 —CH,CH(CH,),

PDT": proced ure decomposed temperature
HE 4l W, S— BB & IR e B, ABAR, KETMRAL TRE—TRKSD
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(sal=aa

L4 Y M WS BT N GeCl, » (sal = phen « k), < GeCl, « (val=gly « k); < GeCl, *
« k), < GeCl, » (sal=val - k); <GcCl, « (sal=lcu « k),. BLMUT RS BOMEGTE

PSS A5 TR M X R, M GeCl, « (sal=phen « k), XA WA T ER T4 Fp
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Condcnsation of equimolar quantitics of salicylaldchyde and a—amino acid(glycine, alainc,
valine, lcucine, phenylalanine, scrine, cysterin) in absolutc mecthanol~KOH gives the
amino—acid schiff bascs. Their germanium tetrachloride adducts of the type GeCl (sal=aa «
k), have been prepared and characterized by clemental analyses, conductance measurcments,
IR and 'H-NMR specctra, clectronic spectra and thermal analyscs, ctc. The complexces were ci-
ther insolublc or only slightly soluble in most organic solvents except for DMF, DMSO. Molar
conductance mcasurcments indicate they arc ionic compounds. Elemental analysis confirms the
1: 2(M : L) stoichiomctry of the cdmplcxcs. The IR spectra and '"TH-NMR spectra of the
ligands and thc complexcs indicate that the schiff bases acted as monodentate ligands coordinat-

'SYNTHESIS AND CHARACTERIZATION OF

GERMANIUM(IV) COMPLEXES OF SCHIFF
BASES DERIVED FROM AMINOACIDS
AND SALICYLALDEHYDE

Li Wuju Yang Lin Cai Dongmci
Lin Kunhua Lou Quanling Shi Zan
(Déimrlmenl of Chemistry, Henan Normal University, Xinxiang 453002)

ing with the mctal through their azomecthine nitrigen atom.

Keywords: schiff base complex synthesis germanium



