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Tri-p-oxo0-bis[5, 10, 15, 20-tetrakis (pentafluorophenyl)
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Tri-m-oxo-bis[5, 10, 15, 20-tetrakis (pentafluorophenyl) porphyrinatoniobium (V)] (= [ {Nb(TFPP)},05]) @ Hii i % H v C,
ZORBEEEZH O L7z, MmN T — & 13K Ol D : crystal system tetragonal, space group I4,/a (#88), Lattice
parameters; a = 26.182(4) A, ¢ = 30.733(4) A, V = 21067(5) A>, Z = 8, Rl = 0.0856, wR = 0.2451. [{Nb(TFPP)},05] &

Nb(TFPP) X3 DD HIEFI2 L 5T, 39— DONb(TFPP) L 4UF L T RIb L 72liz L o T 5.
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JFIE, RV 740 YEROBREF 4D EMRERF32LITHELTBY, EALT EALME =5 H: B S
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1. Introduction

AL S T3 b 7 a2 2 O Tl b HE 2 K
JIBDOOEDTH LN, TDEL DT UL ATIEENY
A7 OE, BERE R ERIRILY 7% & O Y 7
LA TWE, ZOX) TR, BB
BT O FRAL Al 2 o 2B L S 7 1 2 R & B %
52 LA CITERETH 5.
1k, 7y FEIZ v 510,15, 20-tetrakis (pentaf-
luorophenyl (N-methyl) iminomethano) chlorin) (= HyTF-
PC) Z BT & § 2 &Rk Z am L, N5 DK
ZEALPOGOfillE L LTS T 205852175 T & 7.
Bl 21E, HyTFPC% AT & 3 5 MEAEHIAADS, 225+
DOMBEZALA L 357 I v OISOl & 72
BT EERHHLTRS. Y

41X, HTFPPR BT 35 =4 785k, Th
ETICRNVT7 4 ) Y ERMT &5 =4 7KL, 5,
10, 15, 20-tetraphenylporphyrin(= HyTPP)X*meso-tetra-p-
tolylporphyrin(= Ho,TTP) & BLfZ 1 & 5 5 b O 3 &
nTwzy, oMb rn??

AREw LTI, tri-m-oxo-bis[5, 10, 15, 20-tetrakis (pentafluo-
rophenyl) porphyrinatoniobium (V)] (= [{Nb(TFPP)},03])
WZDOWT, BT OFE R 2 WS 5.

2. Experiemental

HoTFPP & 3 b= 7 (V) & 0 Bl L 72kt k% ¥
ZJUBTRY VNFH XD EEEHLT, R
& 57z

Z DFES%FOMBLIN OIL T2 —5 4 ~ 2 L, Mounted
Cryoloop (HAMPTON RESEARCHA %) 12 [E 5 L7z, il
E1E, Rigaku Saturn724H B X # BT EF 1T, Graphite

monochromatoriZ X V) ¥.AzAL L 72MoKa#i 2 I\ TH7 -
co e L, IRAHMETR S &2 VT, Rk E-180T I
o 7=, HEEMATE I (SHELX97)! % v Tl
W15 %2 Pead U721, Full matrixde/D 33 E DA K % 4
DL, KFETFZERTRTOREFAELZJE L7
KRFER T, BATEIETE (C-H 095 A) 12X ) Efi
B % P L7214, riding model GKEJE 25K A& L CTw
B RFFETFIH LT, Ug(H) = 12U, & FTHETr
EOREALEAT 5 7. B IAT > 72D E DR RS,
EFICER DD B E— 2 13RI N e ol T
T D EF 4 I3Program package Crystal Structure 4. 2% i\
Tfrotz?

3. Results and discussion

H,TFPP: AL =F 72X = bV TGS 5 S
&T, HyTFPPEECHF-& 3 HNbEEIR, [(ND(TFPP)},0s]
AL, FOHENLZ W TH{Nb(TFPP)},05] 0O i
e B X AT IS X D B S AT L7
[IND(TFPP),Os]D # i 18 T A — & — B X UK
SREEAL DI85 A — % —F Table 1 1R L72.
=FATHRTIE, RV 74 VEROBERET 40 LW
FET3DLIHELTBY, EAL7RMEE =)
HRMAEZ &> Tz, =F 7HE T IITFPPE# 0
M k26 FI21.01 A& Twiz, BEfTics 2o
T, FRBIE LTAFH U L0 TE TN w7z,
T A AF =5 =L 22572720, PLATON/SQUEEZE
THOWTHEOBRFHELZ LTV,
[(Nb(TFPP)},05]iZ, Nb(TFPP)%* 3 2 0 %21 i 3%
JFHFICEkoT, 9 —ONNTFPP)L#EA L7z &
&R & > T (Figure la). O2JE T 25K dh =410
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Figure 1b ORTEP drawing of [{Nb(TFPP)},04] (the crystallographically related atoms are omitted for clarity).

Figure 1a ORTEP drawing of [{Nb(TFPP)},0s].
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PR ML 112> TV 5 72®, Figure 1bIZ/R L 72
JEF- D RDHE M ENH. R R Th D, KREERS
% i DR (Atomic coordinates and B, / B,) % Table 2,
IR AT D HERE (Atomic coordinates and By,  involving
hydrogen atoms) % Table 312, F 78 GHNRFT A —% —
D) A I (anisotopic displacement parameters) % Table 4
R L7z, HETF- R OR A HiEE% Table 5 (Bond lengths
(A)) & Table 6 (Bond length involving hydrogen (A)) {2,
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Table 1. Crystal and structure refinement data for [ {Nb(TFPP)},05]

chemical formula CggHF 10NgNb2O3

fw 2178.90

crystal system tetragonal

space group 141/a (#38)

a, A 26.182(4)

o, A 30.733(4)

v, A 21067(5)

VA 4

Degter glem’ 1.374

n(MoKa), cm™ 3.339

T,K 93

No. of reflections Measured Total: 156013

Corrections Lorentz-polarization

Absorption
(trans. factors: 0.744-0.967)

No. Variables 636

Reflection / Parameter Ratio 17.11

R; wR2 (all data) 0.0953; 0.2451

RI (1>2.000(1)) 0.0856

Goodness of Fit Indicator 1.086

Max Shift / Error in Final Cycle 0.000

Maximum peak in Final Diff. Map, "/ A® 3.02

Minimum peak in Final Diff Map, ¢ / A3 -2.26
Table 2. Atomic coordinates and Biso/Beq
atom x y z Beq
Nbl 0.55297(2) 0.24411(2) 0.12762(2) 3.229(13)
F1 0.73796(15) 0.35493(16) 0.1939(2) 9.66(16)
F2 0.77958(19) 0.44272(19) 0.2244(3) 12.3(2)
F3 0.72306(17) 0.52799(13) 0.22901(17) 7.67(11)
F4 0.62460(19) 0.52569(15) 0.2053(2) 9.41(15)
F5 0.58249(16) 0.43875(15) 0.1740(2) 8.75(14)
F6 0.65878(15) 0.1420(2) 0.26922(13) 8.26(13)
F7 0.66240(17) 0.1013(2) 0.35001(14) 8.55(13)
F8 0.58055(16) 0.10771(15) 0.40316(10) 6.32(8)
F9 0.49562(18) 0.1543(2) 0.37483(13) 9.00(14)
F10 0.49038(14) 0.1934(2) 0.29373(13) 8.04(13)
F11 0.63412(12) 0.03752(14) 0.08002(16) 6.87(10)
F12 0.61661(14) -0.05956(14) 0.05322(16) 7.04(10)
F13 0.52025(13) -0.09024(11) 0.03451(10) 4.88(6)
F14 0.44145(11) -0.02361(11) 0.04228(10) 4.57(6)
F15 0.45851(11) 0.07285(11) 0.06984(10) 4.50(6)
F16 0.70180(12) 0.26544(15) -0.02095(10) 5.60(7)
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atom x y z Beq

F17 0.71321(13) 0.28851(17) -0.10585(10) 6.35(9)
F18 0.63245(13) 0.32236(13) -0.15262(9) 5.17(6)
F19 0.53978(12) 0.33133(14) -0.11471(11) 5.53(7)
F20 0.52687(11) 0.30565(11) -0.03019(10) 4.48(5)
0Ol 0.51460(14) 0.29336(19) 0.10333(18) 6.65(12)
02 0.50000 0.25000 0.17311(14) 3.79(8)
N1 0.61323(14) 0.29583(13) 0.10060(11) 3.14(6)
N2 0.59858(14) 0.26267(14) 0.18685(11) 3.29(6)
N3 0.56405(14) 0.16433(14) 0.15693(11) 3.33(6)
N4 0.57994(12) 0.19841(13) 0.07020(11) 2.92(6)
Cl 0.61862(16) 0.30533(16) 0.05640(14) 3.21(7)
Cc2 0.64164(19) 0.35463(17) 0.04903(15) 3.73(8)
Cc3 0.65095(19) 0.37510(18) 0.08872(16) 3.89(8)
C4 0.63294(17) 0.33893(17) 0.12053(14) 3.36(7)
C5 0.63596(18) 0.34522(17) 0.16589(15) 3.54(8)
C6 0.62108(18) 0.30909(17) 0.19613(15) 3.62(8)
Cc7 0.6295(2) 0.3134(2) 0.24252(15) 4.24(9)
Cc8 0.6126(2) 0.2705(2) 0.26100(15) 4.26(9)
Cc9 0.59317(18) 0.23826(19) 0.22635(14) 3.71(8)
C10 0.57399(18) 0.18965(18) 0.23303(14) 3.61(8)
Cl1 0.56093(18) 0.15461(19) 0.20054(15) 3.79(8)
Cl12 0.5463(2) 0.1025(2) 0.20763(17) 4.88(11)
C13 0.5415(2) 0.0807(2) 0.16795(17) 491(11)
Cl4 0.55382(18) 0.11919(18) 0.13656(15) 3.73(8)
C15 0.55603(16) 0.11142(17) 0.09236(14) 3.41(7)
C16 0.56963(15) 0.14801(16) 0.06153(13) 3.04(7)
C17 0.57454(17) 0.13752(17) 0.01592(14) 3.36(7)
C18 0.58724(17) 0.18220(17) -0.00345(14) 3.39(7)
C19 0.59112(15) 0.22006(16) 0.03074(13) 2.99(7)
C20 0.60680(16) 0.27042(16) 0.02377(13) 3.11(7)
C21 0.6600(2) 0.39430(18) 0.18224(15) 3.83(8)
C22 0.7097(2) 0.3972(2) 0.1953(3) 5.86(14)
C23 0.7316(3) 0.4419(3) 0.2109(3) 7.01(18)
C24 0.7025(3) 0.4846(2) 0.2141(2) 5.54(12)
C25 0.6525(3) 0.4830(2) 0.2026(2) 5.67(13)
C26 0.6314(2) 0.4387(2) 0.1865(2) 4.95(11)
C27 0.57461(19) 0.16860(19) 0.27886(15) 3.80(8)
C28 0.6175(2) 0.1461(2) 0.29470(17) 4.89(11)
C29 0.6202(2) 0.1249(3) 0.33607(19) 5.27(11)
Cc30 0.5780(2) 0.1274(2) 0.36241(16) 4.66(10)
C31 0.5357(2) 0.1500(3) 0.34821(17) 5.42(12)
C32 0.5332(2) 0.1713(3) 0.30662(16) 5.14(11)
C33 0.54659(17) 0.05805(17) 0.07649(14) 3.42(7)
C34 0.58574(19) 0.0233(2) 0.07138(18) 4.42(9)
C35 0.5778(2) -0.0264(2) 0.05798(19) 4.64(10)
C36 0.5286(2) -0.04225(17) 0.04832(15) 3.88(8)
C37 0.48904(18) -0.00863(18) 0.05225(14) 3.56(8)
C38 0.49788(18) 0.04088(17) 0.06616(13) 3.41(7)
C39 0.61407(17) 0.28568(16) -0.02257(14) 3.24(7)
C40 0.66120(18) 0.2821(2) -0.04307(15) 3.86(8)
C41 0.6677(2) 0.2945(2) -0.08693(15) 4.28(9)
C42 0.6268(2) 0.31141(19) -0.11026(15) 4.00(8)

Beq = 8/3 11:2(U11(aa*)2 + Uzz(bb*)z + U33(cc*)2 + 2Uj9(aa*bb*)cos y + 2U;3(aa*cc*)cos B +
2U53(bb*cc*)cos o)



Table 4. Anisotropic displacement parameters

atom
Nbl
F1
F2
F3
F4
F5
Fo6
F7
F8
F9
F10
F11
F12
F13
F14
F15
Fl6
F17
F18
F19
F20
(0)1
02
N1
N2
N3
N4
Cl
c2
C3
C4
Cs5
Cc6
Cc7
C8
9
C10
Cl1
C12
C13
Cl4
CI15
Cl16
C17
C18
C19

Tri-p-oxo-bis[5, 10, 15, 20-tetrakis (pentafluorophenyl) porphyrinatoniobium (V)] D4 3 fif A1

Table 3. Atomic coordinates and Bjg, involving hydrogen atoms

atom
H1
H2
H3
H4
H5
H6
H7
H8

U1l
0.0286(2)
0.059(2)
0.081(3)
0.105(3)
0.104(3)
0.073(2)
0.064(2)
0.088(3)
0.111(3)
0.093(3)
0.064(2)
0.0490(17)
0.068(2)
0.076(2)
0.0572(17)
0.0505(15)
0.0519(17)
0.0583(19)
0.078(2)
0.0576(18)
0.0427(14)
0.0431(19)
0.051(2)
0.0431(18)
0.0405(18)
0.0438(19)
0.0352(16)
0.042(2)
0.060(3)
0.058(3)
0.045(2)
0.048(2)
0.049(2)
0.061(3)
0.064(3)
0.049(2)
0.045(2)
0.052(3)
0.085(4)
0.084(4)
0.051(2)
0.039(2)
0.0362(19)
0.047(2)
0.050(2)
0.0345(19)

X

0.64883
0.66643
0.64437
0.61325
0.54108
0.53175
0.56982
0.59257

U22
0.0493(3)
0.065(2)
0.077(3)
0.055(2)
0.056(2)
0.061(2)
0.172(5)
0.157(4)
0.093(3)
0.187(5)
0.175(5)
0.071(2)
0.065(2)
0.0434(14)
0.0554(16)
0.0510(15)
0.114(3)
0.138(3)
0.082(2)
0.092(2)
0.0647(18)
0.106(3)
0.057(3)
0.0366(17)
0.049(2)
0.049(2)
0.0411(18)
0.038(2)
0.039(2)
0.040(2)
0.042(2)
0.043(2)
0.046(2)
0.060(3)
0.063(3)
0.055(3)
0.055(3)
0.055(3)
0.060(3)
0.057(3)
0.050(2)
0.049(2)
0.044(2)
0.045(2)
0.045(2)
0.047(2)

y

0.36981
0.40722
0.34168
0.26260
0.08637
0.04640
0.10547
0.18767

U33
0.0448(3)
0.243(6)
0.308(9)
0.132(4)
0.198(6)
0.199(5)
0.077(2)
0.080(3)
0.0363(15)
0.062(2)
0.067(2)
0.141(4)
0.136(4)
0.0658(18)
0.0610(17)
0.0696(18)
0.0466(16)
0.0446(16)
0.0364(14)
0.0605(18)
0.0628(17)
0.104(3)
0.036(2)
0.0395(18)
0.0352(17)
0.0343(17)
0.0347(16)
0.042(2)
0.043(2)
0.049(2)
0.042(2)
0.043(2)
0.042(2)
0.040(2)
0.035(2)
0.037(2)
0.037(2)
0.037(2)
0.041(2)
0.046(3)
0.041(2)
0.042(2)
0.0353(19)
0.036(2)
0.034(2)
0.0323(18)

z
0.02164
0.09448
0.25717
0.29116
0.23496
0.16204
0.00200
-0.03367

U12
0.00177(14)
0.0116(18)
0.002(2)
-0.008(2)
0.018(2)
0.0134(18)
0.037(3)
0.024(3)
-0.004(2)
0.028(3)
0.041(3)
-0.0059(15)
0.0052(17)
-0.0123(14)
-0.0205(13)
-0.0057(12)
0.0225(17)
0.020(2)
0.0047(16)
0.0106(17)
0.0016(12)
0.010(2)
0.014(2)
0.0041(14)
-0.0010(15)
-0.0093(15)
0.0001(13)
0.0024(16)
-0.0011(19)
-0.0027(19)
0.0046(18)
0.0050(18)
0.0025(18)
-0.004(2)
-0.004(2)
-0.001(2)
-0.0027(19)
-0.008(2)
-0.022(3)
-0.028(3)
-0.015(2)
-0.0094(18)
-0.0024(16)
-0.0085(18)
-0.0067(18)
0.0010(16)

Biso

4.475
4.668
5.082
5.111
5.856
5.896
4.028
4.067

U13
0.00462(14)
-0.022(3)
-0.070(4)
-0.035(3)
-0.031(3)
-0.032(3)
0.0292(19)
0.007(2)
0.0106(16)
0.044(2)
0.0231(18)
-0.018(2)
-0.018(2)
-0.0139(15)
-0.0109(13)
-0.0036(13)
-0.0051(13)
0.0073(14)
-0.0061(14)
-0.0196(15)
-0.0043(13)
0.010(2)
0.00000
-0.0012(14)
0.0092(14)
0.0079(14)
-0.0011(13)
-0.0025(17)
0.002(2)
0.004(2)
0.0056(17)
0.0033(18)
0.0095(18)
0.008(2)
0.008(2)
0.0109(18)
0.0104(18)
0.0094(19)
0.011(2)
0.010(2)
0.0066(19)
-0.0015(17)
0.0012(15)
-0.0057(17)
-0.0090(17)
-0.0050(15)

U23
-0.01057(16)
-0.054(3)
-0.051(4)
-0.027(2)
-0.052(3)
-0.040(3)
0.046(3)
0.048(3)
0.0071(15)
0.031(3)
0.030(3)
-0.038(2)
-0.033(2)
-0.0050(13)
-0.0032(13)
-0.0054(13)
0.0096(16)
0.0043(19)
0.0044(14)
0.0203(17)
0.0111(14)
0.063(3)
0.00000
-0.0050(14)
-0.0106(15)
-0.0071(15)
-0.0060(14)
-0.0024(17)
0.0006(18)
-0.0043(19)
-0.0059(17)
-0.0096(18)
-0.0177(18)
-0.018(2)
0.013(2)
-0.0093(19)
-0.0049(18)
-0.0022(19)
0.001(2)
-0.001(2)
-0.0052(19)
-0.0066(18)
-0.0061(16)
-0.0083(17)
-0.0040(17)
-0.0046(16)



atom
C20
C21
C22
C23
C24
C25
C26
C27
C28
C29
C30
C31
C32
C33
C34
C35
C36
C37
C38
C39
C40
C41
C42
C43
C44

Ul
0.037(2)
0.061(3)
0.060(3)
0.070(4)
0.081(4)
0.090(4)
0.058(3)
0.052(3)
0.061(3)
0.057(3)
0.080(4)
0.071(4)
0.068(3)
0.047(2)
0.046(3)
0.056(3)
0.067(3)
0.053(2)
0.051(2)
0.045(2)
0.044(2)
0.053(3)
0.062(3)
0.054(3)
0.041(2)

U22
0.043(2)
0.044(2)
0.050(3)
0.064(4)
0.052(3)
0.045(3)
0.056(3)
0.054(3)
0.077(4)
0.088(4)
0.063(3)
0.093(4)
0.091(4)
0.044(2)
0.055(3)
0.053(3)
0.039(2)
0.048(2)
0.048(2)
0.042(2)
0.064(3)
0.071(3)
0.056(3)
0.046(2)
0.040(2)

I B - R mk

U33
0.038(2)
0.041(2)
0.113(5)
0.133(7)
0.077(4)
0.081(4)
0.074(4)
0.038(2)
0.043(3)
0.055(3)
0.034(2)
0.042(3)
0.037(2)
0.039(2)
0.066(3)
0.067(3)
0.041(2)
0.034(2)
0.0314(19)
0.036(2)
0.039(2)
0.038(2)
0.034(2)
0.042(2)
0.046(2)

Table 5. Bond lengths (A)

atom
Nbl
Nbl
Nbl
Nbl
F1
F3
F5
F7
F9
F11
F13
F15
F17
F19
N1
N2
N3
N4
Cl
Cc2
Cc4
(&)
Cc7
Cc9
C10
Cl12
Cl4
C15
C17
C19

atom
Nb1'
ol
N1
N3
Cc22
C24
C26
C29
C31
C34
C36
C38
C41
Cc43
Cl
C6
Cl11
C16
C2
Cc3
C5
C21
Cc8
C10
Cc27
C13
C15
C33
C18
C20

distance
2.7908(9)
2.156(4)
2.239(4)
2.293(4)
1.331(7)
1.339(7)
1.336(7)
1.337(8)
1.335(7)
1.346(6)
1.344(5)
1.333(5)
1.335(6)
1.342(6)
1.388(5)
1.380(6)
1.367(6)
1.373(5)
1.442(6)
1.354(7)
1.406(6)
1.516(7)
1.333(7)
1.384(7)
1.513(6)
1.353(8)
1.375(6)
1.501(6)
1.354(6)
1.397(6)

U12
0.0025(16)
0.004(2)
0.001(2)
0.001(3)
-0.008(3)
0.011(3)
0.006(2)
-0.002(2)
0.000(3)
0.000(3)
-0.005(3)
0.004(3)
-0.004(3)
-0.0107(18)
0.013(2)
0.002(2)
-0.014(2)
-0.0171(19)
-0.0131(19)
-0.0008(17)
0.006(2)
0.007(2)
-0.001(2)
-0.0002(19)
-0.0012(17)

atom atom

Nbl 0l
Nbl 02
Nbl N2
Nbl N4
F2 C23
F4 C25
F6 Cc28
F8 C30
F10 C32
F12 C35
Fl4 c37
F16 Cc40
F18 C42
F20 C44
N1 c4
N2 Cc9
N3 Cl4
N4 C19
Cl C20
c3 Cc4
C5 C6
C6 Cc7
C8 Cc9
C10 Cl1
Cll Cl12
CI3 Cl4
CI5 Cl6
Cl6 Cl7
Cl8 CI19
C20 Cc39

u13
-0.0060(16)
0.008(2)
-0.008(3)
-0.021(4)
-0.017(3)
-0.003(3)
-0.007(3)
0.0092(19)
0.017(2)
-0.001(2)
0.012(2)
0.023(3)
0.015(2)
-0.0011(17)
-0.005(2)
-0.007(2)
-0.008(2)
-0.0051(18)
-0.0012(17)
-0.0083(17)
-0.0081(18)
-0.000(2)
-0.009(2)
-0.0160(19)
-0.0069(18)

distance
1.797(5)
1.975(3)
2.231(4)
2.246(3)
1.323(9)
1.337(7)
1.338(7)
1.356(6)
1.321(7)
1.343(7)
1.342(6)
1.335(6)
1.341(5)
1.348(5)
1.384(6)
1.379(6)
1.364(6)
1.370(5)
1.392(6)
1.440(7)
1.382(6)
1.447(7)
1.452(7)
1.398(7)
1.434(7)
1.433(7)
1.394(6)
1.434(6)
1.448(6)
1.491(6)

23
-0.0023(16)
-0.0085(18)
-0.020(3)
-0.030(4)
0.013(3)
-0.016(3)
-0.014(3)
-0.0032(19)
0.008(2)
0.013(3)
0.002(2)
0.003(3)
0.000(2)
-0.0053(17)
-0.009(2)
-0.012(2)
-0.0024(18)
0.0029(17)
-0.0005(17)
-0.0021(17)
0.001(2)
-0.004(2)
-0.0010(19)
0.0071(18)
0.0008(17)



Tri-p-oxo-bis[5, 10, 15, 20-tetrakis (pentafluorophenyl) porphyrinatoniobium (V)] D4 3 fif A1

atom atom distance atom atom distance
C21 c22 1.365(8) Cc21 C26 1.389(8)
Cc22 C23 1.390(10) Cc23 C24 1.356(9)
C24 C25 1.355(10) C25 C26 1.378(8)
c27 C28 1.359(8) c27 Cc32 1.382(7)
C28 C29 1.389(8) C29 C30 1.370(8)
C30 C31 1.330(9) C31 C32 1.396(8)
C33 Cc34 1.379(7) C33 Cc38 1.389(6)
Symmetry Operators:

1) -X+1,-Y+1/2, 2

Table 6. Bond lengths involving hydrogens (A)

atom atom distance atom atom distance
C2 H1 0.950 Cc3 H2 0.950
Cc7 H3 0.950 Cc8 H4 0.950
Cc12 H5 0.950 C13 H6 0.950
C17 H7 0.950 C18 H8 0.950
C2 H1 0.950 Cc3 H2 0.950

Table 7. Bond angles (o)

atom atom atom angle atom atom atom angle
Nbl!  Nbl 01 50.59(14) Nbl!  Nbl ol 40.08(13)
Nbl!  Nbl 02 45.05(9) Nbl'  Nbl NI 129.31(9)
NbI'  Nbl N2 120.53(10) NbI'  Nbl N3 103.08(9)
Nbl!  Nbl N4 111.80(8) ol Nbl ol 73.98(19)
ol Nbl 02 81.11(17) ol Nbl N1 78.81(16)
ol Nbl N2 118.81(19) ol Nbl N3 152.56(16)
ol Nbl N4 103.39(19) ol!  Nbl 02 72.81(16)
o1! Nbl NI 136.46(17) o1 Nbl N2 145.17(17)
o1! Nbl N3 79.94(16) o1! Nbl N4 75.14(16)
02 Nbl NI 135.24(9) 02 Nbl N2 77.37(13)
02 Nbl N3 83.22(10) 02 Nbl N4 144.93(10)
N1 Nbl N2 78.09(13) N1 Nbl N3 127.41(13)
N1 Nbl N4 79.00(12) N2 Nbl N3 79.06(13)
N2 Nbl N4 126.08(13) N3 Nbl N4 77.50(12)
Nbl Ol Nbl! 89.3(2) Nbl 02 Nbl'  89.89(18)
Nbl N1 cl 122.9(3) Nbl N1 c4 126.3(3)
cl N1 c4 104.4(3) Nbl N2 6 126.1(3)
Nbl N2 9 124.2(3) c6 N2 9 105.7(4)
Nbl N3 cll 123203 Nbl N3 Ccl4  125.7(3)
cll N3 Cl4  106.1(4) Nbl N4 16 127.1(3)
Nbl N4 Cc19  122.8(3) cl6 N Cc19  1055(3)
N1 cl c2 110.9(4) N1 cl Cc20  124.4(4)
c2 cl C20  124.6(4) cl c2 c3 106.7(4)
c2 c3 c4 107.04) N1 c4 c3 111.0¢4)
N1 c4 c5 123.7(4) c3 c4 c5 125.3(4)
c4 c5 c6 124.8(4) c4 c5 21 116.8(4)
c6 c5 c21 118.3(4) N2 c6 c5 125.7(4)
N2 c6 c7 109.7(4) c5 6 c7 124.5(4)
c6 c7 c8 107.7(4) c7 c8 9 107.1(4)
N2 9 c8 109.9(4) N2 9 Cc10  1265(4)
c8 9 Ccl0  123.6(4) 9 cl0  cll 12594
9 cl0 27 118.0(4) cll  cl0 27 11544
N3 cll  cl0  124.34) N3 cll  cl2  110.04)
cl0  Cll  Cl2  1255(4) cll 12 C13  106.9(5)
cl2 13 cl4 106805 N3 cl4  Cl13 11024

N3 Ccl4  Cl5  1250(4) Ccl3 Cl4 cl5 124804



10 I B - R mk

atom  atom  atom  angle atom  atom  atom  angle

cl4  Cl5  Cl6 125504 cl4  cl5 ¢33 11694
cl6 cl5 33 117.5(4) N4 Cl6 CI5 12544
N4 cl6  Cl7  1109¢4) cls5  Cl6  Cl7  1238(4)
Ccl6  Cl17  CI8  106.6(4) cl7  cI8  Cl9  106.8(4)
N4 Ccl9  CI8  110.1¢4) N4 Ccl9 20 12614
cl8  Cl9 20  1237(4) cl 2  Cl9  1251¢4)
c1 €20 €39 1189¢4) cl9  Cc20 C39 115904
c5 21 22 122705 c5 21 26 121105
2 2l C2% 116205 F1 €22 2l 1184()
Fl €2 C23  1189(6) 21 C22  C23 1228(6)
F2 €23 2 120.906) F2 €23 24 119907)
2 23 c24 119.2(6) F3 24 23 119.86)
F3 24 C25 1202(5) €23 c24 2B 120.006)
F4 25 4 119165 F4 €25 €26 1204(6)
24 €25 €2  1204(6) 5 €26 2l 11930)
F5 €26 €25 1192(5) 2l 26 2B 121505
cl0 c27 28 120.0(4) cl0  C27 32 123205
28 €27 32 116805 F6 28 27 11950)
F6 28 €29 117.6(5) 27 C28 29 122805
F7 €29 C28  121.35) F7 €29 €30 119905)
28 €29 €30 118805 F8 €30 29 119205
F8 €30 31 1208(5) €29 €30 c31  119905)
F9 €31 C30  1194(5) F9 €3l C32 11946
€30 C31 32 121205 FIO  C32 27 12020
FI0 €32 31 119305 27 32 3l 120505
cl5 €33 CM4 12194 cl5 €33 38 121.8(4)
34 C33 3% 116.3(4) FII  C34  C33  119705)
FII  C34 35 1174(5) €33 C34 3B 12300
FI2  C©35  C34  121.90) FI2  ©35  C36  11915)
34 C35 0 36 119.005) FI3  C36 €35 119.9(4)
c48 49 50 117.5(8) c45 50 49 120.2(8)

Symmetry Operators:
1) -X+1,-Y+1/2,Z

X-ray structure determination of Tri-pu- oxo-bis[5,10, 15,
20-tetrakis (pentafluorophenyl) porphyrinatoniobium(V)]

Syouki Yasuhara and Haruo Akashi

Research Institute of Frontier Science and Technology, Okayama University of Science,
1-1 Ridai-cho, Kita-ku, Okayama 700-0005, Japan

Crystal structure of tri-p-oxo-bis[5, 10, 15, 20-tetrakis (pentafluorophenyl) porphyrinatoniobium (V)]
(= [{Nb(TFPP)},0;]) has been determined by the X-ray structure analysis. Crystallographic data: crystal system
tetragonal, space group 14,/a (#88), Lattice parameters; a = 26.182(4) A, ¢ =30.733(4) A, V=21067(5) A*, Z=38,
R1 =0.0856, wR = 0.2451. X-ray diffraction analysis of [ {Nb(TFPP)},05] revealed that the niobium(V) ion
bonds to four nitrogen atoms of porphyrin ring and three oxygen atoms of oxo-bridges. Adjacent niobium atoms in
Nb(TFPP)3+ moieties are connected by three oxo-bridges.



