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BEHRSPE—ASRESTY WO,CHON, R EFHMTEF, AX/Y THESY
MoO,(C,H,0,N), - CH,,OH &M AKFtE, HMA R rsREL R TFEHs S e, i
BMEE—ERESYN) TRAKSHECHURNHNNE, RERERAE C—P2 /¢ BBREH
a=9.142(1), 5=21.591(3), c=11.662(3)A, $=9031(1)", Z=4, BEYAIHT R=0079. HRZH
PEANEHS FAEEN, BELSESYL FRBRANERREAH, WA+ EH, XRaTiRA
EHEXTRBENARSEERNOEEHRRZ —.

xtid: EXHRER4EER FERIR SFRREALSN

BtESEELEY RCONHOH H55Z&BAFFMMBAREY, #RAELRTE LGS
WRITES R O, EEX, MERBEEHER SXLAVIETEN AL
PRAMAKRE, S 14 e Y — R A T AT s R a0,

RHEBSE CH,CONHOH. #EUEPEIF, HiEFEM, ol ¥Ama, CaumiFs s
RAERBENAEY. EERMED, SHRRANCBRESY 0. RERMESR. 2%
FRt R — SRR S Y R T BRRIUEGE, EHBRET. WEYAHR TR
B, FEEA ] SEFE N BRI B 1 4 2UAF.

AN RGHE TR SRS O MR, W% EHRBREHNT TEZ
BRATHR M BB L — RGBSR, RANET THRENEEHEN LR SEHM

WRE.
S U v T

A5 ¥ MoO,(C,HO,N), - C(H,;OH, HHIBRMNESXFBmEKIB S KBEK, £pH=2
~3ITFRE, FORCMRER, SKREGINPEE . LaHINELERERER. A Ires
SIHTI P A/NCh 0.1 X 0.2% 0.3mm’,

SIS B 25 ROTHI RS AT REREBREG. ERARBOEAOHLN MoKa
4, #9I BB £ ENRAF—NONIUS CAD-4 fii ¢ b uctE, 0<6<27°, HmEL LP A
TRZKGRUE FEIE, Hy r>30(DRIR S 4239 &5 FHH %I,

RIS RF BER R S W BE P2,/ ca=9.142(1),6=21.591(3),c = 11.662(3) A, =90.31(1)
Z=4,V=2302.0A"d,=1.451gem™,u(Mo,K,) = 5.941cm™" F(000) = 1032,

A X F 198845 H 14 H WA,
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HHEERS, I IHAREZEREZBEABEREFHNE, KFEFURHEMABT
HREEAEILERETRERE, BEEEEFHLFRSE, SnRtEFERTF, S 7L
e, FRRERERTRASEERPN_RFEEE, FHTHCBTFREE, MEGH
FiA [>36 R 40 =M R 0=0), BEYEET R=II|F,~IF)l/ ZIF=0079.
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Fig.2 Thermoanalysis diagram of

Fig.1 Configuration of MoO,(C,H,0O,N),
, Mo0O,(C,H,0,N), « C,H,,0OH

ey IRSE B

HBEESYN TRUZANEGHGFE—IMHBERETR, WE 1 FiR. BHPEE
RESE-ABEMNST. HEFLTFANMREFHETATERMSHRSESR, Hbh %k E 48
BEE P RISR R T 05, 06, AR AN FIIHEHE 020 f1 030, HEEHIET
O11 k% 021. #iZEWEAFHEAN 1.707 (4), 1.701 (4) A, ELFFEFHER N 1.991
4), 1982 (4) A, ZEBAIETFHEERN 2.153 (4), 2.170 (4) A. B R LMEETF
WESERRR, SREEARZ, SBENERANSRSE, LRARKSHEMNBBRESDN
MY EBEAT ULRN, EE—HaY P, SEMEANERY 1.690, 1.705A, FSHEMER
1974, 1.985A, EMEMER N 2.127, 2.167TA. NRAKER, —HESY WEAM
W, XEZAREE TRORRME , 05-Mo-06 #4% 102.7(2) ; 5 O #H-W-0 %
103.17 438, BABLAR FAERSYHBURRR AL, 011-Mo-021, 80.2 (2) ~, W&
SEFREREAAIR, 020-Mo—-030. 156.2 (2) ., XBEAERBIMEIGRAULT
Oll. O21 fE#GEMLMM M M RERF 05, 06 M i, O5-Mo—Ol11, 159.8
(2) °, 06-Mo-021, 161.3 (2) . iX'58 Butcher IR A3 TR 2 —5M.

EAMS FESD XA N NNESER, METBROBANETE LR
Mo-011-C12-N19-020 f1 Mo—021-C22-N29-030 B+ i FPH, FEFLHREX
BEFTH VA 0.02~0.03A, REMSREHRNHERESYRMLNEARESY 7 T
JLOREER, BRXEERNEETBERE LNESRERERTZHEE—EREMHIL
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Table 1 _Atomic Cocrdinates, Equivitent Thermal Parameters and Corresponcing S:andard Error
mu '

atom
Mo
0os
06
on
Cc12
Ci3
Cl4
Ci5
C16
c17
C18
N19
020
021
Cc22
C23
C24
C2s5
C26
Cc27

N29
030
031
H14
H15
Hi16
H17
H18
H19
H24
H25
H26
H27
H28
H29

X

0 0170(1)
0.038(1)
—0.166(1)
0.052(1)
0.096(1)
0.112(2)
0.111(2)
0.123(2)
0.130(3)
0.127(3)
0.1182)
0.124(1)
0.103(1)
0.2364(9)
0.242(1)
0.381(1)
0.509(2)
0.641(2)
0.648(2)
0.522(2)
0.383(2)
0.117(1)
—0.0065(9)
0.708(2)
0.105
0.128
0.143
0.132
0.120
0.159
0.507
0.731
0.739
0.525
0.299
0.112

S -

y

0.15637(5)
0.2670(4)
0.1418(5)
0.0767(4)
0.0284(6)
—0.0303(6)
—0.0857(8)
~0.1403(7)
—0.1381(9)
—0.0863(8)
—0.0317%(7)
0.0333(5)
0.0901(4)
0.1762(4)
0.2122(6)
0.2339(6)
0.2063(8)
0.225(1)
0271Q1)
0.3000(9)
0.2824(8)
0.2305(5)
0.2075(4)
0.0346(6)
—0.088
—0.180
-0
—~0.086
0.008
—0.002
0.172
0.206
0.285
0.334
0.305
0.258

z

0.64912(9!
0.5380(8)
0.6472(8)
0.7570(7)

0.709(1)
0.769(1)
0.717(2)
0.784(2)
0.895(2)
0.945(2)
0.885(1)
0.601(1)
0.5516(7)
0.7110(7)
0.796(1)
0.846(1)
0.814(1)
0.862(2)
0.938(1)
0.971(1)
0.926(1)
0.8395(9)
0.7889(7)
0.558(1)
0.631
0.742
0936
1.029
0928
0.557
0.758
0.840
0.970
1.028
0.948
0.903

B.cauil

5.2(2)
45(2)
42(3)
49(3)
1.2(5)
8.7(6)
8.8(6)
8.5(6)
6.6(4)
5.6(3)
45(2)
43(2)
4.0(3)
4.4(3)
6.1(4)
7.6(5)
1.6(5)
7.7(4)
6.6(4)
42(2)
41(2)
10.4(4)
11(6)
6(3)
10(5)
53)
7(4)
12(6)
7(4)
8(4)
8(4)
5
5
53)
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_ _Table2 Bond Lengths, Bond Angles and Corrcsponding Standard Error

Mo—-05 1.707(4) Mo—06 1.701(4) Mo-Ol1 2.15%(4)
Mo—020 1.991(4) Mo-030 1.982(4) Mo-021 2.170(4)
011-C12 1.25%(7) C12-C13 1.455(9) CI2-N19  1.296(8)
C13-Cl4 1.343(10) C13-C18 1.356(10) Cl4—CI5 1421012
Cl4-H14 1.007(10) C15-C16 1.290(13) CIS-HI5  0.997(9)
C16~C17 1.264(13) Cl6-H16 0.965(9) C17-C18 1.372(11)
C17-H17 0.983(9) Ci8—HI8 0.991(3) N19-020  1.36%(7)
NI9-H19 0975(5) 021—-C22 1.261(7) c12-c3 1.471(8)
C22-N29 1.319(7) Cc23-C24 1.362(9) C23-C28 1.404(9)
C24—C25 1.392(10) C24-H24 0.985(8) C25-C26 1323(12)
C25-H25 0.954(8) C26—C27 1.368(12) C26-H26  0.962(8)
C27-C28 1.385(10) C27-H27 0.98%(8) C23-H28  0.984(8)
N29-030 1.362(6) N29—-H29 0.950(5)
05-Mo—06 102.7(2) | 05-Mo-O11 159.8(2)
05-Mo-020 C88.9(2) ‘ 05-Mo—021 ‘ 91.2(2)
05-Mo-030 | 106.3(2) : 06-Mo—011 90.1(2)
06-Mo—020 | 104.6(2) 06—~Mo—021 161.3(2)
06-Mo—030 90.1(2) | O11-Mo-020 72.2(2)
011-Mo-021 80.2(2) ‘ O11-Mo—030 | 88.9(2)
020-Mo-ON | 88.0(2) | 020-Mo-030 | 156.2(2)
021-Mo-030 | 73.8) | |
O11-C12-C13 ; 122.7(6) 021-C2-C213 | 122.8(6)
O1-CI2-NI§ 115.7(6) 021-C22-N29 | 116 9(5)
C13—C12-NI9 121.6(6) 023-C22-N29 } 120.2(5)
Cl12-C13-C14 | 123.79(7) C22-C3-C24 ! 119.3(6)
Ci2-C1i-C1s | 120.4(6) . cn-cn-cn { 122 4(6)
C14-C13-C18 : 115.8(8) | cu-Cc3-C28 ] 118.3(6)
C13-C14—C15 ‘ 119.0(9) . C13-Cu-C25 120.4(7)
C13—Cl4-H14 120.5(8) C23-C24-H28 | 119 8(7)
CI15-Cl4-H 14 120.5(9) | C25Ca-HM 119.8(7)
C14—C15—C16 121.309) ‘ C24-C25-C26 ’ 121.48)
C14—-C15-H15 n7.(1) i C24-C25-H25 120.8(9)
C16—C15-H15 122.(1) | c26-C25-H15 ' 117.7(9)
C15—C16—C17 ! 120.(1) | Cas-ca6-c27 ‘ 119.9(8)
1
|

C15—-Cl16—H1é6 118.(D ‘ C25-C26—H26 122.(1)
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17-Cl16-H16 122.(1) C27-C26-H26 H&.(1)

C16—C17-CI18 121.6(9) C26—C27-C28 120.5(8)
C16—C17-H17 118.(1) ‘ C26—C27-H27 121.0¢8)
CI18—C17-H17 120.4(5) C28—-C27-H27 118 5(6)
C13—C18-Ct7 ‘ 122.0(8) : C23—-C28-C27 | 115 5(7)
C13-C18-H18 118.9(7) ‘ C23—-C28—-H28 | 126 9(7)
C17-C18-H18 i 119.1(8) ‘ C27-C28-H28 119.5(8)
C12-N19-020 116.9(5) ’ C22-N29-030 : 116.4(5)
C12-N19-H19 121.1(6) ‘ C22-N29-H29 121.8(5)
1 030-N29-H29 121.8(5)
\

0O20-NI19-H19 122 0(5)

JetERD, I e AR BB IR TRl Y BE B A ARG H AR K HTURK Z B . B E
Y, ZAESHRTRZEM ZmAN 97.6° , BHENKBHRESY 1048° /), BEHKZ
MEE—CREWILEIMER, XH C12-C13 1.455(9), C22-C23 1471(8)A /T figihk
1L54ASDEK 1NAZHURHNYEXRSREAFEHZEM _mMAM1585° 5135°
AR, A LRI EERYAHNTESYNEERFE. ERETPRTHENESYS T
ZEFEHEIL@IF, (05 H29-N29 #H ¥ i K 05---H29,1.879(4),H29-N29,0.950(5),05
—N29 2.778(7)A 8 05--H29-N29 1570(3)° ), MEHRESYIETRINEZEKSYN
—TERESERES FHHZMEGFLE£FLE, (031 HI9-NI9 X B 031
HI9 1.941(7),H19-N19 0.975(6).031-- N19 2.820(8)A .8 & O31--- HI9-N19 148.6(4)° ),
TREFE SWmAFE T 06 4 FEEIEMIEE Z N, 03106 2.785(8)A. RAREFHN FPH

EAL, HAF FEERRENRESHBLT N, HEMNFETHREEMLT

ALGFEETREN N le/ A MBLIEE, ERSH STRIINE S th ks BRI
. BAYMERERME 2 AR, 100C U FHESHEEFE,. 130T %R EGAIFHEM
B, 175C DTA HH—B5RBE M, TG LitFIHMAKHEKERN 2047%, SR PRE—
ANEBSTFHY RIS 20.30%); 190C &S FFEBSH. DTA PERARBRN
N, #%AKEF SSOCH{EE, MERESEAR TG HARKTER, RUNKEZLS
O REERRY 71.65%. R =HIALHHRK.

HRESY K. FRESFER: C47.84H:5.24 N:5.50,iX 5 MoO,(C,HO,N), *
CeHOH F& —H(cale. C:47.82,H:5.22,N:5.57), i § 7 & B B MoO,(C,H,O,N), it i
(C:42.00,H:3.02,N:7.004H &Lk, EREEMEN, HAKRESHEN,. ES5RBRESYH T
ZEFEEFRBRN AR, BMACHERZESY, KRS FRNESERER LMD N
HEAHEA. ERHERELHRE, ACEEXNESRHESUNBSKRN, SILEATER
R R, RERE, WRMASHARBAERNFERAERET. WHSNT
EHATUKXKEA.
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MOLECULAR AND CRYSTAL STRUCTURE OF
MOLYBDENUM-BISBENZOHYDROXAMATE
CHELATE COMPOUND

Cui Meifang  Gu Yidong (Yih—Tong Ku)
(Chemstry Department, Fudan University, Shanghai 200433)
Chen Mingqin  Wu Guan
(Center of Analyses and Measurements, Fudan University, Shanghai 200433)

To continue the studies on the structure of tungstyl-bisbenzohydroxamate chelate com-
pound, we report herewith the characters and the structure of corresponding molybdenum
chelate compound MoO,(C,H,O,N), * C,,H-, ;OH, and preliminarily put forward the possibility
about using such kind of benzohydroxamates in the separation of tungsten and molybdenum.

The compound crystallized in the space group P2,/c with a=9.142(1),
b=21.591(3),c=11.662(3)A, B= 90.31(1)° and Z=4. The structure was solved by direct
method and refined by full matrix least squares with final R=0.079 for 4239 observed reflcc-
tions.

In contrast to the correspondent of tungsten, the chelate molecule was hydrogen—bonded
to the solvent molecule C;H,,OH in the structure, that was why the benzohydroxamate could be
used in the separation of tungsten from molybdenum.

Keywords: molybdenum—benzchydroxamate separatioa by solvent extracting

molecnlar and crystal structure



