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ABSTRACT. The insoluble tungsten complexes with 8-hydroxy quinoline (oxine=Hox), aniline
(A), and pyridine(Py) in several organic solvents have been synthesized. Using the different
solvents with oxine, two different complexes have been synthesized in dichloromethane and dime-
thylformamide (DMF), respectively.

Only one kind of complex has been synthesized with aniline in dichloromethane and with pyridine
in acetone.

The complexes may be formulated as (WCly(Hox).), (WO,(Oxs)), (WCLA;), and (WO.CIPy)
by the results of elemental analysis, infrared spectral data, and thermogravimetric analysis,
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phosphine) & S5 ateI =l (W (CO)q) — (W(CO),
diene) ~ (W (CO)4Lo) — (WCLL,) 9} 58 BR
< AAk @AA=t Butcher 8 HFAFPE LSS
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HRAREN  spectrum HIE-S Hitachi Model
EPI-G2 Grating Infrared Spectrophotometer (4000
~400cm™) & AT flEdges, TGA Hi
SE¥ Shimadzu Thermal Balance TM-2 & {#H]
shgich

22 & HK

WClL(Hox),. WC 0. 0025mole & ] 22 2vj
& 50mlo) =9 JARel, <S4 0.0055 mole &
dEgaadg 10mid %9 BEgT & 4
HETEA #ies Be el Aikd o
s tsrzAde s WE k¥ A=
ol X ZRAAT F5EFL 0.0022 mole(8s %)
et

W0,(0X).. WCl; 0.0025 mole & DMF o] &
BAZIZ &4 0.0055mole & o] A] magnetic
stirrer 2 ##psi A 70°Cd A 1EMEY 0
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mole (96 %) o},

WCLA; WCl 6. 0025mole & T 2238
S0mioll =<l Bl obdal 0. 0086 mole & %t
B BT e, 9 EEE Wdy
HBE ol ARATt Bt oMEoz
B egEstel A zels PAzAAd A RAAR
TE5E2 0. 0019 mole(76%) s},
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Table 1. Analytical data of tungsten complexes.

Found (%) Caled (%)
Compund
Clr | ¢ | v | a]w]|c|N]|]al]|w
WCL (Hox), Brown | 387 | 42 | 144 | 334 | 306 | 51 | 130 | 337
WO,(0x), Yellow ‘ 41.9 53 E 1] 36.1 42.8 56 0 36.5
WCL(A), Brown _38. 9 7.6 i 19.0 31.2 37.9 7.4 18.7 32.3
WO, CiPy Orange ‘ 184 | 38| 128 | 565 | 182 | 42 | 10.7 | 55.6
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Fig. 1. IR Spectrum of WCl,(Hox), KBt Disc.
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Fig. 3. IR Spectrum of WCL A, KBr Disc.
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Fig. 4. IR Spectrum of WO,CIPy, KBr Disc.
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Table 2. Assignments of IR-spectra of complexes (cm-'}.
Vo) Yc=0) I - V(c-D) 3o
an Yic-Hy and and Yw=0) and Yow-N)
Y(N-H) PC=K) \ Ring Vib YC-N) ! ng vlb
WCL(Hox), | 1640 () | ‘ l 1‘
! 1610(s) : _ | 1 900(m) | 630(Cw)
' 1600(s) | | 830(s) | 580(m)
! 1560(s) i [ 760(s) | 5500m)
| 3400(s) | 2920(s.8) - 1220(s) ’ 1100(s) i '
; ' 1503 (m) | ; 720(w) | 490(m)
| 3350(s) 1480() | 1210(w) ( | ‘.
| | 1405() | | ! |
! | 1380(n) | | | ' !
\ | 1325(s) i ; !
 1305(s) ’ |
: | 1289(??1) | I
WO (0x). l 1660(w) | _ ‘ 920(sh)
| | 1610(m) | E | %00(s) * 570(m)
| 1880(s) , 1260(s) i | 830(s) | 540(s)
' 3030(m) | 1500(s) | 1240 (m) | 1100(s) | 945(s) | 810(w) | 500(m)
1470¢s) ' 1170(s) ; 800(s)
' 1380(s) 770(sk)
. 1320(s) | | 750(s)
| | | 8500 |
WCI,(A),s | 2800(s,8) 1 1360¢5) | | o6 | 630
| B150GSK) | gponceiy | 1A9OCS) 1360w | P06 ®
| (sh) 16700) | 6%0(s) | 470(m)
WO.ClPy i ' 162005) | 1170) 780(v, b)
340’0(5 b) | 8050(m) . 1530(w) } 1020 (w) 950(s) 670(s) 430(m)
i 1480(5) ] .l |
sy sirong i medlum, sh shoulder &; broad w; weak = variable.
Aelel & ob Al Ewol A WCls 9 FRIREA 7] sk g Zes) RESY HREECT B4

229 f#Hpol A= TH ol AL Fig. 49]
Ko =2 =6 A ve_w band 7} 3050 cm™? o}
A Vebb 950 em™ol A vow-o» band 7} WiERG
v}, 9714 % W=0 terminal bond 7} frZEdteh
AL AR 5 Uk, o8t Fo]| Tablel 2]
TRDHIT Table2 8] HAR S ERHBR &K
st o] LA WOLIPyd$ <& < stk

DMF &= @itk =z2 8 £l ;rﬁﬁ?‘pol A
WCL 2| &= s Ax Wl BiRe 2 KEste
2 Badlo] KBS #BibahE LRIV ob
Folvt g Zz 2 etel A& WCls 7+ &4 31 gt
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Table3. TGA of comlpexes,

WClL(Hox), |  Teap.(°Q) | 80~ 260430550
| Decresse wi(%) | 51 14 15 20

WO,(0x), Temp. (°C) 150490

Decrease wt(%) 54 46
WCL(A), Temp. (°C) i 70~150~270~ 360~0600

Decrease wt(%) | 30 3 3 10 27
WO,Clpy Temp. (°C) 70~210~550

Decrease wt{(%) 27 10 63

A Bl e EHY g7 —mR o}

22 vt ganl BifLYy #5459 WCly(Hox), )
650 °C ol 4] ZEgxol 20% (WO, 24 &K 42.5
%)el WCLAs & 150°Col|Al ollgl 2274
A HA ME 1EFS fbastm 600°C o
A B@ol 27 % (WO, 24 MHif 40.7 %)o)

= WOLCIPy &= 55°Coll Al Bio] 63 % (WO, =
A BRE 70.1%) 24 BRERG oo A5
e old ERE RRA W) Mg
€ A Heldrh, o Bhi #59 Q4 &
W Wad $A) 98-8 (WOCL & WO,ClL) o]
Aspr] v goletm A2 ejmw o]
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