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=¥ £4.2 Shimadiju IR-4308 IR Spectrophotometer (5000-330cn ™) 24 KBr pellet&-
& EFsg.on, T.G. A= mettler TA-3000 system o &, x-ray 34 =3¢ Rigaku
Geigerfiex D/max rA®, pHZ&A.& Fisher Accument Model 525 Digital pH/lon meter,
8348 Karl Fisher Moisture TitratorE& A8 4 =43}9c}.
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I'-2-1. 2-Salicyliden imino-p-cresol #7t=.2] A4
Salicylaldehyde 12.2¢(0. Imodle)& 95% ethanol 100m¢e]] -8-5) A1 A water bathel] 4 50°C
2 73 4 2-amino-p-cresol 12.3¢(0. Imole)E 90% ethanol 100meel] L8 A7 AL A

" AAGAEE,
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A3 BYY F ¢ 1A% AR AES AvA Fede AAe] H4ERE. o]E 2
ethanolz MAX & A& g2 A3
($%:78% m.p: 135°C)

C1aH1 0N C(%) H(%) N(%)
o] & 3 74.01 5.73 6.17
B4 3 74.06 5.71 6.19

I-2-2. (NHy),(MoOCls). (PyH),{Mo(ScN)sJ & (NHg):(Mo (H:0)Cls18} ¥4

Ewnd 57}, 47}, 379 SFERAE A/FAPrPor AES g4t A-EskglEh
Py os o 9 2F3AL o] &3l 43 A ALE Ay Eelud FES T4
she] Astalul e Belud @ goleoex g4 o] Aok o] & A &
Foll o] F FEFHY % EA=A AHE3kdn

I-2-3. (Mo(VI) (CiH1;0:N);3,0,9] 4

Ee a9 VEF Na,MoO,. 2H,0 1.29(0.005mole)S oF 20mf F-Fol] Fof £3]A5]
3, o 7] Schiff base #|7+= 1..19(0. 005mole)-& ethanol 25mée)) EsjA17 AL 4 2
W7 $A AAs 2 JedA AAZAt. w34 AAEE A B2 2 Ae] 105CH
A AxA .

($§:42% m.p: 120C)
I-2-4. (Mo(V)(CyH;;0,N),1,08] &4

Euuy 571 FEe (NH,), MoOCl; 1.6¢(0.005mole)& Norbr® FFHAZHA 57
4 20w6s] %3 714 Schiff base PZLE 1. 19(0.005mole) ethanol 50aes] $aHT 2
< 29 2l A AAs AgsEA 208 Bk FRASE F34 AAxe] 4FA.
14 435 45 98 A5 Nobe® E3AA Foioh JAES A8 22 4 43 105
¢l AxA g

%8:48% m.p: 115°C)

T-2-5. Mo(NV) (CyHp10,N), 8 34 ‘

End 4718 =FHEe (PyH),Mo (ScN)g 3.09(0. 005mole)S- ethyl acetate 30mee]] &
AAS T Nke B SAAARA 7@k, dvle] Schiff base 27k= 3.4¢(0. 015mole) &
ethanol 30n¢e] Sa% A& L4 Ao &4 A4 AsFAAL 24 AAe] YA
o] AAEE Ae 2 & A 105CAA ARAZH.

(5$:47%  m.p: 135C)
1-2-6. (Mo(ll) (H:0), (CyuH10,N)),02] A
Efad 379 FE (NH).(Mo(H.0)Cl5) 1.69(0. 005mole)-& 20mé FF5ol] Np7he

o



Al A+l Schiff base ] }r=2] Eelad FAEd f3 AT 3

£ B4 7|3 &3 A7 F Schiff base B]7k= 1. 19(0. 005m0le)-8- ethanol 50mfe]] &35}
o AAs AAA FH A el HXek. o] ARAES A FER G A 105CH]
A A zA R
(+€:41% m.p:125C)

FEe) Eeade TP BAggen, A4l ¥ d4og-L Volhard®
o] wiy o APshrt. Fiel FTFL kieldahl' wrao = stglor, FEe) Eeud
AL = Brown'®e] why o w Agsig.em C.H.N 4842 yanako C.H. N-corder
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TESHE & A ATAEY] 100C L4 AzxA t &

Karl Fischer Moisture Titrator @ T.G. A 23 =& FA ke z FAsigcth. ol &Y
A313) % Table 18] o] 228} o] vhebiioh.

FHAS- 29 2L BE A8 § DMF §ld] 1X107F §Hor 3t 49E7]
10w 443t FARGeH, 249 Ao FEAF0man) FAEEOF 395 2
FestdA & FAAEmax)E Aste] Tables] vhepiginh. A 2928 L 7
25 9A%E KBr pellete & so] £33 23§ Table3el el gict.

T.G.A &3¢ &4 F& 9 F%e I3l Sampling Condition: pen; pt, heating Curr-
ent; 10mv, heating rete; 10°C/min, packing method; powder atmosphere; N,(30n¢/min),
rang T.G. A(10ng) D. T. A(#-50mv), Chart Speed; 5an/mino & 3ted &3 A3l E Table
4o FERH A EF.

X-ray 34 &3¢9 Target: Cu-Ka 544 35KV, 15mA
(RIGAKUfE, Geigerflex)

Table 1. Analytical Data of Complexes

- - Oxidation
MO(%) C(%)  H(%) N(%) H:O(%)  state

Caicd found Caled found Caled found Caled found Caled found Caled found

Complexes

{Mo(VD)(Ci, Hyy  17.05 17.01 - 59.8 60.7 5.62 5.50 4.98 5.04

0:N)2J:0, , )
Mo(V)(Ci Hin  17.17 17.19 58.8 58.9 5.71 5.86 4.89 5.00 5.00 5.23
0:N).J.0 - ) )

[MI\CI»(IV)(C‘uHu- 17.55 17.50 61.5 61.4 4.70 4.70 5.12 5.06 4,00 4.02
2 2 .

(Mo(III)(H.0),  26.26 26.21 46.05 47.0 5.46 5.50° 3.84 3.91 . 9.87 9.62 3.00 2.93
(C1H1;,0.N) 1,0 .
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Table 2. Visible Spectra of Complexes

Complexes ' C Jmax (am) eMax (X 10%)
{Mo(CyH110:N) 2120, 359 0.28
{Mo(C1H1,0:N)»3:0 358 ' 0.28
(Mo (CysH;10:N) 345 0.27
(Mo(H:0)3(C{H,;;0:N) 1.0 357 ) 0.46
Ligand 335 0.55

Table 3. IR-Spectra of Ligand and Complexes (m}rl)

Mo(I)(H0): MoIV) — (Mo()(Cu  [Mo(VD(Cre  po
CullsON (¢ HuONYO  (CuliiON):  HuONDMO  HuON)iJ,0,  Assigmenes

_ 3350(sh) voH(Hydrate)
- 3030(s) voH(aromatic)
2930(s) 2900(s) 2900(m) 2900(m) 2900(mb) . wcH,
2830(s)
2600~2400(s.b) 2500(mb) 2500(mb) 2500(mb)
1610(vs) 1600 (mb) 1600(vs) 1615(mb) 1605(vs)  vc=c(Bengene)
1592(s. sh) 1592(w) 1545(m) 1550(m) 1590(w.sh)  vc=N(schiffbase)
1510(s.sh) 1510(m) 1490(s) 1495(w) 1490(w) .
1480(vs) 1480(s) 1460(s) 1465(sb) 1475(s)
1450(vs.sh) 1395(w) 1390(wsh) 1370(wb) 1350(mb)
1360(s) 1360(w) 1360(w) 1325(w) 1320(s)
1340(m) 1320(w) 1300(w) 1305(w.sh) 1295(w) JoH
1308(m) 1295(w) 1290(s) 1290(s) 2190(s)
1265(s) 1230(s) 1230(s) 1235(s) 1230(s)
1215(s) 1190(s) 1190(s) 1195(s) 1185(s) - wc-o0
1178(s) 1140(s) 1140(s) 1145(s) 1140(s)
1130(s) 1085(mb) 1130(w) 1100(s)
1083(m) 1080(m) 1080(m) 1080(m)  dc-o
988(s) 980(s). metal chelate
960(m) , Mo-0 or
880(m) 915(mb) 905(s) 945(s) ' Mo-0-Mo
840(w) 865 (m) 880(m) 865(s)
830(m)
808(m) 790(m) 800(m. sh) 805(m) 795(m) 6C-H
753('s) 745(s) out of plane
735(m) 735(s) 720(s.sh) 725(m) 735(m)
712(m) 715(m) 700(m) 700(m) 715(m)
690(m) 670(m) 690(m) 695(s)
625(w) 590(w) 600(m) 650(m)
580(m) 560(m) © 555(s8)
570(w) 555(s) 560(m) 550(m) metal chelate
540(w) 520(m) sa0(m)  MoS Mo
542(m) 520(m) 520(m) 520(m) ©  520(m.b)  Mo=0-Mo or
485(w) 450(w) 450(m) - Mo-O
440(8) - 440(m) 445(s) ! o :
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Table 4. T.G. A Data of Ligand and Complexes

Ligandl &
Complexes T.G.A data
Ligand Temp(T) 105~360~620 - residue

Weight loss(9%) 78.73 26.27 0
Mo(V1) Temp(T) 105~360~530

Weight loss(%) 67.6 19.6 12.78
Mo(V) Temp(C) 105~260~480 '

Weight loss(%) 64.5 22.7 12.88
Mo(IV) Temp(T) 105~230~450~670

Weight loss(%) 36.2 14.1 22.5 26.32
Mo(1I) Temp(T) 105~ 140~540~600

Weight loss(%) 9.87 46.1 5.7 39.4

Al =Fg] Schiff base g7tz 24 2-Salicylideneimino-p-cresol-& & &# = Duff dF-&o
2 gAsgon, 3= Y249} J9)4 2 =G4 2-amino-p-cresole] A ek
J NH,9] antisymmetric stretchings} Symmetric stretching band(3350em~1s9} 3280em™1s)
7 FAR gz Ae debtx gken, Salicylaldehyded} 2-amino-p-cresold] A & ¢
9l aromatic Schiff base®] C=N stretching band-} 1592cm~1(s.sh) & Fol A=, -CHy¥
stretching bandr} 2930em~(s)ol] 4] Y-El-2 Phenold] OH stretching band: 3030cn~1(s)
ol A4 el 2600~2400cm~1(s. b)) broadd peakt C=N = OHr¢ <£Ag e 79
F Ao & 4 god, 48 dpst g 2L F2E F4I4LE ¢ £ k. o] g
=S 3 AN E ZE Mo(W), Mo(V), Mo(F) B Mo(I)$He] & T454
t}h. o] L mES} EolA 52 €21}, ethnol, methanol @ CHCl, 5ol & & Ao
2 nonpolarmacromoleculars] ozl AAEH, ol F U4 E4x]|el Brown®d o] 23k
Abspabe] &) £ A5 (Table 1 =) 2]7k=919) moler] 7} Mo(ll )& 1:1]v Mo(N), Mo
(V) € Mo(\Dell A& 2:18 Fo1d& E3leh.

CH,
H
N=C
O-H~ OH

=3 IR-spectradl| 4 (Table3 z) E]l7t=o) A9 voH(aromatic)ql 3030em~isr} &L
o]2r A el Y3, ve=N(shiff base)sl 1592em~*(s. sh)$} doH, ve-o ¥ Jc-o7} =+
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Fe olRrnad wod Zow okl Jehin Yo, dAAR 2HA B kA BE
Az Mo(V) 2 Mo(V) g5 sgsd #el4 £ 2] =7k Mo-O-Mo- bridge
strectching band2 ¢ 2 . Polynuclear Complex2} Mo=0 terminal oxygen strectching
band 2 4] IR-Spectra of peak-} tﬂ;rﬂiﬂ 749 920-1000cm™ ' A JEl}H, o]B & AL
450-910em~ 18] peakE Mo-0O-Mo bridge stretching band 2 o# 23 gl &+, Cotten?’3} wing
+& 860cm-! peakE antisymmetrical Mo-O-Mo bridge stretchings]g} 332 Moore!8s}
Larsong-2- 766-810cm™! regions- antisymmetrical Mo-O-Mo bridge stretchinge]e} -4
t}. Table 3¢ 4 Mo-0-Mo Bridge band 24 Mo(ll )& 915em~(m.b)$} 440em=(s) A v}
et Mo(V)& 905em~1(s) B 440cm~'emel] 4 Mo(V )+ 865cm~'(s) ¥ 540cm™(m), 520
en”i(m,b) % 450em~(m)el A Mo( 0 SMo<] double oxygen band 2. F-¢} A}, E3k Table
2014 UV-34 234 Ede] A 14 D.M.FE £z dhe] 1107 E559 $4& uh5o]
He ot Amaxel EEFHFAFE A emaxz el o514 imaxs}b 345~
359nmef} A el A -2 Melby!2s} R]éile ulel 7+o] d-z¥*chargetransferyd € e
et

£33t Table48] T.G. A datae]4 ligand: § A2 Eaisla FEAAE F b4 2
ssh} residue2 A ASHEE Mo0s) o £33k Fo] Felqrh. 283 Mo(1) FEA
105°C~140°Coll Al 9.87% &) 7#F-& Hydrates} st Ao & 4Hydrater} Folxl oz
¥+ g

ol st A A9 AE FEI g 2& A TR (Table 3)8 3% 4 9ok

Table 5. proposed structure of complexes
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A Study on the Molybdenum Complexes with Tridentate
Schiff base Ligand

Song-Ju Lee
Department of Food Technology,
Kwangju Health Junior College

> Abstract <

The tridentate Schiff base ligand: 2-Salicyliden imino-p-cresol, has synthesized from
salicylaldehyde and 2-amino-p-cresol by Duff method.

The Schiff base ligand has been reacted with a series of Mo(VI), Mo(V), Mo(FN)
and Mo(II) oxidated states and forms a new Complexesi (Mo(C1H;;0,N),1,0,, (Mo
(C1H110:N);1:0, Mo(CuH;;0,N); and (Mo(H,0), (CyH;:0,N)3,0.

The mole radio of thele ion to the ligand is 1:1 in Mo(II) Complex but 2:1 in Mo
(V), Mo(V), Mo{(W), Complexes, Mo(I[) Mo(IV) ions in these Complexes are Octa
hedron, hexa Coondi nate, and Mo(V), Mo(WV) are hepta, Octa Coordi nate, identifie&
from the data of Infrared Spectra, visible spectra, X-ray, T.G.A & D.T. A and ele-

mental analysis.



