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Table 1 Reaction of Titanium Tetrachloride and Titanium Alkoxide
with A-Diketones

i | ‘ ! .
reactant“ N reaction| yield | yield | melting @ mnature
! l M ' ‘

compound}Ti(OP,i)f TiCl, ’,B— solvent} time | f . point - of

(@, (mol)] (m<11)n’01> ‘<(i;>ke<t1§1$tf>1 | & @ f‘%’i (T) ptoduct

|
I
i

1o 1 3.0 | ‘ Pale
I ‘ n-hexane 2.0 3.30 174.83 | 79—80 vellow
0.0074 0.014 ‘ solid
‘ 0.60 1.0 ’ ‘ ! yellow
I ‘ n-hexane 1.5 1.00 74.62 118—123 -
0. 0021 5 , 0.0045 | ‘ ! | L solid
’ U 0.63 2.5 :
m : . toluene 2.0 2.80 :88.05 1187190 | red solid
‘ 0. 40058 0 0116 ‘
‘ 0.5 . 1.6 dark red
V) ‘ ‘ toluene 2.0 1.80 '86.00 :190—193
: 0.0042  0.0084 ‘ : solid
‘ 0.28 1.3 benzene '
v 1.5 . 1.41 87.04 - 78—32 . red solid
0.0026 0.0052  ~ligroin ‘ |
: 0,28 1.0 ‘ : ‘ ‘
| : , . tolueane 1.5 :1.10 [85.07 64—68 'red solid

0.0026 0.0053
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Table 2 Elemental Analysis Data

] wmolecular calculated value measured value
compound i molecular formula | — ; -
N | weight co H% 1 T1/1C 51 cY% | Ti% | cly
I [ ézaHng FoTi ‘ 596.35 (52.7376 ' 4.09 8.03 |/ 9 52.24 j 1. 24 / 8.00| /
m Conle4F5C12T1 549.08 ‘43 74 } 2.20 | 8.72 112 93 42 13-19 ‘ 2.02 ‘ 8. 69 ,12‘.'90
N j CasHzs0,Cly T { 497,24 [57.97 fs 27 | 9. 63 (14 28 [58 02 f 523 ‘ 9.61 [14.21
V 1 ' CorHaoOLCLTi 7777%7”7621 387 Iés 727‘ 1.87 | 7. 71 l11 13 ies 61 { 4, s(‘—rf 77 ‘1>1~4778
1 ’ CacH1s0,CLyTi ] '497 24 157 o7 | 5,27 ) 9. 60 14.23 [58 02 | 5.2 { 9,66 ,14 30
u } CaHuOFeTi 1 567.9  (50.72 o.§7 8.43 l / }50.63 ; 3.85 ] 8. 75| /
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Table 3 NMR Data
compound
3 value
I v v ki i}
“characteristic
- —
i 6.6~T7.7 BT ~T74, 7.1~7.9 7.1~7.9, 7.0,10H,
Ar
\ 10t ,m i 6H ,m 20H,m 10H,m m
17,207,240, 1.8, 6H, 0.8, 611, 1.29, 611
-—~CH, ‘
6H,each S . m . m t, I=6
H 6.0~6.3,2H, ' 6.56, 2H,
s 5.0,2H,m
=C m S
—CH\Ph SeTsdi,m
1.0 ~2.2,
10H,m gang
/CH3 1.0,2H,m
——CH\ ,
CH, l.o,SH,ur .
| f.6, 14
~-CHy— «

i J=6




B EHHEE: 4k B—BRESHHER 64
x4 R & &
Table 4 IR Data
h compound ) E ":
I m | § v L n
characteristic ;\ ‘ |
CH | 2684W) | | | ase) | 2s80(W)
B I R e VO 0
oGl | so72(Wy | %950 sp9acwy 5050 L3070 | 3068, 2580
| ] 3098 | | 3062 | | 2930, 2870
. N R - }' - N N N ‘ Tttt T Tt N
‘ 1 | 2930 . 2075
o | | L LI
CH; | 2968(W) | 2920, 9950 . 2960 2970
. s
1 | \ |
C=0 | 1624(S) | 1620 1650 | 1680 1690 1600, 1610
\ | | | 1620
O S b ,,,,,,Jl* — [ S B - U R L
C=C }1536 ] 1580 1535 ' 1555 ] 1542 (1535
S ) iU O Nt B O
Ar | 1456 1440 | 1430 . 1450 | 1460 \ 1455
| 1482 | 1490 | 1515 - 1500 | 1500 | 1494
1 h ! , |
e 1576 | 1580 1570 - 1560 | 1560 | 1520
1596 ’ 1600 1610(S) | 1599(S) | 1548(S) | 1589
Ar 715 f 710 | 802 | 720 | 720 l715
l73 | 740 ' 840 | 740 | 750 | 728
g ' 1505 i 1335 1300 | 1325 ‘ 1350 1325
| 1330 | 1351 | 1350 | 1351 | 1351 1350
B ) ) ]*7 ”]WJ\W’ T T oy Al T L
C—0 1175 | 1170 1175 1174 | 1169 1150
| | | 1175
. . L T O H R U S E
|
| ; ! 148
Ti—0 419 154 453 | 445 446 515
l 600
- o T
Ti—Cl 360 370 | 870 ] 368 |
s UV & B
Table 5 UV Data
~ l -
. compound I { \
1| m ¥ ol v 1
I | |
characteristic | I R R L R
Amax(am) I 289 [ 289 ( 298 ! 305 305
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Fig.1 Perspective drawing of the molecule of titanium chelate diethoxy
di-benzoyltrifluoroacetone
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SYNTHESIS OF TITANIUM B-DIKETOCHELATES

Fan Xiuju Feng Xiao Chen Guang{ﬂing Wang Jitao
(Department of Chemisiry, Nanbai Um'uersity")
Miao Faungming Wang Jialing

(Department of Chemistrys Teachers University of Tianjin)

Seven titanium A-diketochelates were synthesized, among them %I,
Il and Vi were reported in literature, while # 1, IV, V and VI were
not yet reported. Compound VI was synthesized by method different from
previously reported, and its crystal molecular structure has been determined
by the X-ray diffraction method to bhe (OE1),Ti[OC(CF,;) = CHCOPh],. All
chelates were characterized by elemental analysis, IR, NMR and MS

o

spectra.
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