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Table S01. Summary of the X-ray diffraction analyses of

compounds 2b and 6.

Crystal data

Chemical formula
Molecular weight
Pearca (g.cm™)
Crystal system

Space group

a (&)

b (&)
c (&)

o (°)

B ()

v (°)

v (A%)
Z

L (cm™)
F(000)

Crystal Size (mm)
Crystal shape
Crystal Color

Data collection

Diffractometer
Radiation type

| Wavelength (A)

Tube power (kW)
Collimator size (mm)
Temperature (K)

Detector distance
(mm)

2b
NbON,C,BH,,. 1.5 C.H,
706.52
1.34
triclinic
P 1 bar
11.738(2)
12.607(2)
13.073(2)
67.03(2)
85.25(2)

80.31(2)

734
0.60 X 0.40 x 0.10
block -

orange

STOE IPDS
MoXo
0.71073

monoch.)
1.50

(graphite

0.5
160

80

6
NbFON,C,,BH,,
670.44

1.33
monoclinic
P 2,/c
13.314(4)
16.800(4)
16.101(5)
90.0
111.79(3)
90.0

3344 (2)

4

0.38

1383

0.20 x 0.10 x 0.10
plate

orange

STOE IPDS
MoK
0.71073

monoch. )
1.50

(graphite

0.5
293

80
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20 range (°)

h k1 fange'

Phi movement mode
Phi start (°)

Phi end (°)

Phi incr (°)

No of exposures

Measurement duration
(h) ‘
Irradiation/exposures
{min)

Refls for cell
refinement

No of measured
reflections

No of independent
reflections

Merging R value

Refinement
Refinement on

R®

Rw’

G.0.F (8)°
Weighting scheme
Coefs Ar¢

No of reflections
used

3

3.5-48.5

IA

-13 £h 13
k

-12 <

IA

14 .

0<1

IA

14

rotation

0.0
249.6
1.6
156

19

5000
10226
5219

0.0246

F

0.0261

0.0322

1.155
Chebychev?
1.39, -0.0294,
4225 [I>30(I)]
416

-0.34/0.40

0.0066

No of parameters used
Residual elec density
(e.A)

Rms shift/esd

: R:Z(IlFo —' Fc )/ZlFoI.
- Rw:[Zw(I Fo —|

* Goodness of Fit=[X({
"w o= w [1-(AF/60(F))°?

rel)2/2(lFol) ).
Fo-Fc|)?/ (Nobs-Nparameters) ]
1. w' = 1/Z(r=1,3)ArTr(x)

3.6-48.1

-15

IA

h < 14

0 £k

IN

18

0 <1

IA

18
rotation
0.0

200

100

12

2000.
20785
5201

0.051

0.0390

0.0279

1.10
Chebychev*®
0.245, -1.57,
0.246, -0.672
3137 [I>20(I)]
400

-0.47/0.36

0.0123

12

coefficients for the Chebyshev polynomial Tr(x) with x =

Fc/Fc (max) .

where Ar are the
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Table S11. Fractional atomic coordinates for NbON,C,BH,,. 1.5 C/H,
(2b) with their esd in parentheses. ’

Atom x/a v/b ’ z/c Ul{eq)
Nb (1) 0.22512(2) 0.49912(2) 0.27732(2) 0.0142
0(4) 0.3271(2) 0.2300¢(1) 0.3991(1) 0.0308
N(1l) 0.2925(2) 0.5444(2) 0.4148(2) 0.0192
N(2) 06.3420(2) 0.6434(2) 0.3878(2) 0.0198
N(3) 0.1663(2) 0.7014(2) 0.2054(1) 0.0170
N(4) 0.2368(2) 0.7747(2) 0.2127(2) 0.0182
N(5) 0.4022(2) 0.5535(2) 0.2089(2) 0.0195
N(6) 0.4302(2) 0.6575(2) 0.2032(2) 0.0201
N(7) 0.0527(2) 0.5052(2) 0.3486(2) 0.0193
C(1) 0.2108(2) 0.3949¢2) 0.1818(2) 0.0198
c(2) 0.1905(2) 0.5054(2) 0.1182(2) 0.0177
C(3) 0.0942(2) 0.4024(2) 0.3872(2) 0.0188
C(4) 0.2950(2) 0.3299(2) 0.3563(2) 0.0224
C(5) 0.2973(2) 0.4508(2) 0.5263(2) 0.0229
C(6) 0.3501(2) 0.5539(2) 0.5696(2) 0.0293
C(7) 0.3767(2) 0.6499(2) 0.4809(2) 0.0267
C(8) 0.0686(2) 0.7688(2) 0.1595(2) 0.0186
C(9) 0.0757(2) 0.8848(2) 0.1373(2) 0.0239
Cc(10) £.1830(2) 0.8862(2) 0.1712(2) 0.0229
C(1l1) 0.4906(2) 0.5061(2) 0.1612(2) 0.0231
c(12) 0.5739(2) 0.5792(2) 0.1247(2) 0.0276
C(13) 0.5344(2) 0.6738(2) 0.1522(2) 0.0251
c(21) 0.1707(2) 0.5711(2) 0.0001(2) 0.0176
C(22) 0.1270(2) 0.5216(2) -0.0652(2) 0.0206
Cc(23) 0.1169¢(2) 0.5801(2) -0.1786(2) 0.0283
C(24) 0.1506(2) 0.6893(2) -0.2304(2) 0.0327
C(25) 0.1920(2) 0.7400(2) Z0.1670(2) 0.0322
C(26) 0.2014(2) 0.6825(2) -0.0534(2) 0.0239
C(31) 0.0600(2) 0.2873(2) 0.4587(2) 0.0238
C(32) -0.0507(2) 0.2972(2) 0.5248(2) 0.0322
C(51) 0.2451(2) 0.3832(2) 0.5904(2) 0.0307
C(71) 0.4322(3) 0.748713) 0.4798(3) 0.0450
c(81) -0.0300({2) 0.7217(2) - 0.1355(2) 0.0250
C(100) 0.2375(3) 0.9872(2) 0.1647(3) 0.0372
C(110) 0.2143(2) 0.2796(2) 0.1759(2) 0.0308
C(111) 0.4949(2) 0.3909(2) 0.1529(2) 0.0323
C(131) 0.5898(2) 0.7778(2) 0.1331(2) 0.0331
C(201) 0.2649(2) -0.0047(2) 0.8657(2) 0.0363
C(202) 0.3608(3) -0.0837(2) 0.5108(2) 0.0346
C(203) 0.4521(3) -0.1018(2) 0.8435(3) 0.0416
Cc(204) 0.4465(3) -0.0402(3) 0.7302(3) 0.0510
C(205) 0.3483(3) 0.0399(3) 0.6852(2) 0.0483
C(206) 0.2586(3) 0.0567(2) 0.7532(3) 0.0398
C(211) 0.8959(4) -0.0007(3) 0.5564(3) 0.0648
C(212) 0.8980(4) 0.0241(3) 0.4447(3) 0.0623
C(213) 1.0021(5) 0.0244(3) 0.3881(3) 0.0686
B(1) 0.3556 0.7260 0.2659 0.0213
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Table S12. Calculated hydrogen fractional atomic coordinates for

NbON,C,.BH,;. 1.5 CH, (2b). S ,
Atomnm x/a yv/b z/c U(iso)
H(1) 0.3921 0.7901 0.2624 0.0267
H(61) 0.3651 0.5344 0.6464 0.0328
H(91) 0.0173 0.9507 0.1049 0.0271
H(121) 0.6456 0.5663 0.0873 0.0288
H(221) 0.1040 0.4458 -0.0303 0.0254
H(231) 0.0863 0.5451 - -0.2217 0.0356
H(241) 0.1454 0.7293 -0.30956 0.0360
H(251) 0.2144 0.8161 -0.2025 0.0363
H(261) 0.2295 0.7193 -0.0107 0.0293
H{311) 0.1210 0.2434 0.5097 0.0275
H(312) 0.0493 0.2469 £ 0.4121 0.0275
H(321) -0.0684 0.2207 0.5692 0.0386
H(322) -0.0410 0.3368 0.5723 0.0386
H(323) -0.1127 0.3403 0.4748 0.0386
H(511) 0.2584 0.3597 0.6682 0.0322
H(512) 0.1635 0.3986 0.5779 0.0322
H(513) 0.2799 0.3220 0.5664 0.0322
H(711) 0.4499 0.7362. 0.5544 0.0580
H(712) 0.3801 0-.8202 . 0.4487 0.0580
H(713) 0.5021 0.7532. 0.4356 0.0580
H(811) -0.0116 0.6386 0.1594 0.0288
H(812) -0.0980 0.7409 0.1745 0.0288
H(813) -0.0436 0.7553 0.0571 0.0288
H(1001) 0.1845 1.0578 0.1326 0.0436
H(1002) 0.2569 0.9777 0.2380 0.0436
H(1003) 0.3065 0.9911 0.1192 0.0436
H(1101) 0.1994 0.2897 0.1013 0.0364
H(1102) 0.72893 0.2347 0.1971 0.0364
H(1103) 0.1566 0.2395 0.2254 0.0364

H(1111) 0.5654 0.3738 0.1159 0.0390
H(1112) 0.4917 0.3316 0.2262 0.0390

H(1113) 0.4302 0.3932 0.1114 0.0390

H(1311) 0.6631 0.7718 0.0957 0.0374
H(1312) 0.6013 0.7821 0.2032 0.0374
H(1313) 0.5408 0.8468 0.0881 0.0374
H(2011) 0.2018 0.0077 0.9133 0.0447
H(2021) 0.3641 -0.1266 0.9897 0.0413
H(2031) 0.5194 -0.1568 0.8753 0.0497
H(2041) 0.5096 -0.0525 0.6826 0.0635
H(2051) 0.3440 0.0833 0.6065 0.0520
H(2061) 0.1909 0.1114" 0.7223 0.0452
H(2111) 0.8223 -0.0016 0.5962 0.0705
H(2121) 0.8271 0.0413 0.4059 0.0665
H(2131) 1.0039 0.0412 0.3098 0.0689




© 1999 American Chemical Society, Organometallics, Etienne om990119k Supporting Info Page 5
2 X . ,

Table S13. Anisotropic thermal parameters for NbON,C,.BH,,. 1.5 C.H,
(2b) with their esd in parentheses.
Atom U(11) U(22) U(33) U((23) U(13) U(12)
Nb({1) 0.0149(1) 0.0147(1) 0.0128(1) -0.00483(7)-0.00189(7)-0.00123(7
0(4) 0.034(1) 0.0214(9) 0.029(1) -0.0040(7) -0.0066(8) 0.0056(7)
N({1l) 0.0181(9) 0.022(1) 0.016(1) -0.0065(8) -0.0028(8) -0.0016(7)
N(2) 0.0172(9) 0.026(1) 0.019(1) -0.0106(8) -0.0042(8) -0.0038(8)
N(3) 0.0150(9) 0.0181(9) 0.0153(9) -0.0071(7) 0.0001(8) -0.0049(7)
N(4) 0.0203(9) C€.0189(9) 0.017(1) ~-0.0083(7) -0.0008(8) -0.0051(7)
N(5) 0.0180(S) 0.025(1) 0.0166(9) -0.0090(8) -0.0006(8) -0.0023(8)
N(6) 0.0165(9) 0.025(1) 0.018(1) -0.0064(8) -0.0010(8) -0.0063(8)
N(7) 0.019(1) 0.022(1) 0.018(1) -0.0081(8) 0.0003(8) -0.0039(8)
C(1) 0.019(1) 0.022(1) 0.021(1) -0.0107(9) 0.001(1) -0.0031(9)
Cc(2) 0.013(1) 0.023(1) 0.020(1) -0.0103(9) 0.0009(9) -0.0044¢(8)
C(3) 0.019(1) 0.024(1) 0.015(1) -0.0097(9) -0.001(1) -0.0041(9)
Cc{4) 0.019(1) 0.030(1) 0.017(¢(1) -0.009(1) -0.001(1) -0.0023(9)
C(5) 0.020(1) 0.030(1) 0.016(1) -0.007(1) -0.006(1) 0.0027(9)
C(6) 0.028¢(1) 0.045(2) 0.016(1) -0.013(1) -0.008(1) ~-0.003(1)
C(7) 0.021(1) 0.039(1) 0.025(1) -0.016(1) -0.005(1) -0.007(1)
c(8) 0.018(1) 0.020(1) 0.016(1) -0.0062(9) -0.0016(9) -0.0005(9)
C(9) 0.025(1) 0.019(1) 0.024(1) -0.0060(9) -0.003(1) 0.0017(9)
C(10) 0.029(1) 0.019(1) 0.020(1) -0.0076(9) 0.001(1) -0.0037(9)
C(1i1) 0.018(1) 0.034(1) 0.016(1) -0.009¢(1) -0.003(1) 0.003(1)
c(12) 0.017(1)  ©0.042(1)  0.019(1) -0.009(1)  0.002(1) -0.001(1)
C(13) 0.018¢(1) 0.036(1) 0.016(1l) -0.002(1) -0.002(1) ~-0.007(1)
C(21) 0.014(1) 0.022(1) 0.019(1) -0.0099(9) 0.0011(9) -0.0019¢(8)
C(22) 0.020(1) 0.022(1) .0.022(1) -0.0089(9) -0.001(1) -0.0055(9)
C(23) 0.029(1)  0.036(1)  0.025(1) =-0.016(1) -0.006(1) -0.003(1)
. C(24) 0.041(2) 0.036(1) 0.018(1) -0.006(1) -0.004¢(1) -0.007(1)
C(25) 0.046(2) 0.027(1) 0.022(1) -0.004(1) -0.002(1) -0.014(1)
C(26) 0.029(1) 0.026(1) 0.019(1). -0.010(1) 0.000(1) -0.009(1)
C(31) 0.028¢(1) 0.019(1) 0.022(1) -0.0054(%) -0.002(1) -0.0044(9)
c(32) 0.038(1)  0.026(1)  0.034(1) -0.013(1)  0.012(1) -0.011(1)
C(51) 0.041(2) 0.031(1) 0.015(1) -0.003(1) -0.003(1) -0.005(1)
C(71) 0.053(2) 0.059(2) 0.036(2) -0.025(1) -0.010(2) -0.024(2)
c(81) 0.018(1) 0.026(1) 0.029(1) -0.009(L) -0.007(1) -0.0002(9)
C{100) 0.045(2) 0.024(1) 0.045(2) -0.013¢(1) ~-0.005(1) -0.009(1)
C(110) 0.046(2)  0.024(1)  0.025(1) =-0.013(1) -0.001(1) -0.004(1)
c(l11) 0.027(1)  0.039(1)  0.033(1) -0.020(1) 0.004(1)  0.003(1)
C(131) 0.024 (1) 0.046(2) 0.028(1) -0.008(1) -0.001(1) -0.015(1)
C(201) 0.035(1) 0.037(1) 0.041(2) -0.016(1) ~0.003(1) -0.010(1)
C(202) 0.043(2) 0.032(1) 0.030(1) -0.008(1) -0.008(1) -0.013(1)
C(203) 0.040(2) 0.035(1) 0.051(2) -0.017(1) ~-0.011(1) -0.001(L)
C(204) 0.053(2) 0.060(2) 0.047(2) -0.025(2) 0.014(2) -0.021(2)
C(205) 0.075(2) 0.039(2) 0.028(2) -0.001(1) -0.006(2) -0.025(2)
Cc(206) 0.046(2) 0.027(1) 0.043(2) -0.007(1) ~-0.014(1)y -0.006(1)
C(211) 0.094(3) 0.038(2) 0.057(2) -0.013(2) -0.014(2) -0.002(2)
Cc(212) 0.095(3) 0.032(2) 0.056(2) -0.008(1) -0.034(¢(2) -0.006(2)
C({213) 0.128(4) 0.036(2) 0.041(2) -0.012(1) -0.027(3) -0.006(2)
B(1) 0.0245 0.0178 0.0253 -0.0095 =0.0035 -0.0084
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Table S21. Fractional atomic coordlnates for NbFON,C,,BH,, (6) with
their esd in parentheses. :

Atom x/a y/b z/c U(eq)
Nb(1l) 0.20294(3) 0.21542(2) 0.25756(3) 0.0337
F(l) 0.0848(2) 0.1627 (1) 0.2764.(2) 0.0484
o(1) 0.2258(2) 0.1406(2) 0.1706(2) 0.0437
B(1) 0.1927(4) 0.4178(3) 0.2312(4) 0.0414
N{1) 0.1959(3) 0.3159(2) 0.3464(2) 0.0393
N(2) 0.2045(3) 0.3951(2) 0.3261(2) 0.0419
N{(3) 0.0789(3) 0.2996(2) 0.1579(2) 0.0406
N(4) 0.0881(3) 0.3812(2) 0.1659(2) 0.0394
N(5) 0.3082(3) 0.3019¢(2) 0.2169(2) 0.0410
N(6) 0.2873(3) 0.3832(2) 0.2103(2) 0.0416
C(1) 0.1883(5) 0.2378(3) 0.4751(3) 0.0622
C(2) 0.1968(4) 0.3144(3) 0.4311(3) 0.0504
C(3) 0.2053(4) 0.3908(3) 0.4631(3) 0.0547
C(4) 0.2105(4) 0.4397(3) 0.3973(3) 0.0495
C(5) 0.2211(5) 0.5289(3) 0.3968(4) 0.0741
C(6) -0.0564(4) 0.2026(3) 0.0662(4) 0.0668
C(7) -0.01861(3) 0.2849(3) 0.0549(3) 0.0426
C(8) -0.0723(4) 0.3557(3) 0.0648(3) 0.0513
C(9) -0.0038(4) 0.4155(3) 0.1098(3) 0.0430
C(10) -0.0180(4) 0.5044(3) 0.1041¢(4) 0.0605
C(11) 0.44181(4) 0.2105(3) 0.19504(3) 0.0569
Cc(12) 0.3941(3) 0.2901(3) 0.1926(3) 0.0432
C(13) 0.4260(4) 0.3623(3) 0.1699(4) 0.0556
C(1l4) 0.35%96(4) 0.4190(3) 0.1819(4) 0.0546
C(15) 0.3610(6) 0.5079(4) 0.1686(5) 0.0940
c(16) 0.3424(4) 0.1825(3) 0.3472(3) 0.0378
C(17) 0.3077(3) 0.1014(3) 0.3236(3) 0.0390
c(18) 0.2502(4) 0.0826(3) 0.2341(3) 0.0419
C(19) 0.1999(4) 0.0033(3) 0.2029(3) 0.0455
C(20) 0.2640(4) -0.0596(3) 0.2216(3) 0.0483
c(21) 0.3115(4) 0.0422(3) 0.3962(3) 0.0548
C(22) 0.0820(4) 0.0022(3) 0.1472(4) 0.0706
C(30) 0.2346(4) -0.1448(3) 0.2028(3) 0.0470
C(31) 0.1489(4) -0.1777(3) 0.2180(4) 0.0571
C(32) 0.1261(5) -0.2589(3) 0.2030(4) 0.0678
C(33) 0.1200(5) -0.3051(3) 0.1735(4) 0.0689
C(34) 0.2751(5) -0.2731(3) 0.1575(4) 0.0649
C(35) 0.2982(4) -0.1934(3) 0.1728(3) 0.0514
C(40) 0.4424(3) 0.2077(3) 0.4187(3) 0.0398
C(41) 0.5249(4) 0.1555(3) 0.4665(3) 0.0500
C({42) 0.6181(4) 0.1820¢(4) 0.5336(4) 0.0664
C(43) 0.6322(4) 0.26131(4) 0.5542(4) 0.0681
C(44) 0.5534(4) 0.3146(3) 0.5064(4) 0.0680
C(45) 0.4602(4) 0.2883(3) 0.4402(3) 0.0547
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Table 822. Hydrogen fractional atomic coordinates for NbFON,C,,BH.,
(6) with their esd in parentheses when appropriate.

Atom x/a yv/b z/cC U(iso)
H(1) 0.193(3) 0.483(3) 0.224(3)  0.0500
H(11) 0.1904 0.2483 0.5343 0.0747
H(12) 0.2477 0.2038 0.4785 0.0747
H(13) 0.1214 0.2120 0.4407 0.0747
H(31) 0.2071 0.4068 0.5210 0.0643
H(51) 0.2241 0.5500 0.4530 0.0827
H(52) 0.2862 0.5427 . 0.3875 0.0827
H(53) 0.1599 0.5509 0.3494 0.0827
H(61) -0.1277 0.2044 0.0208 0.0683
H(62) -0.0579 0.1729 0.1166 0.0683
H(63) -0.0079 0.1775 0.0426 0.0683
H(81) -0.1440 0.3618 0.0208 0.0550
H(101) -0.0892 0.5168 0.0606 0.0711
H{(102) -0.0131 0.5247 0.1615 0.0711
H(103) 0.0356 0.5283 0.0866 0.0711
H(111) 0.5018 0.2161 0.1713 0.0676
H(112) 0.4665 0.1874 0.2491 0.0676
H(113) 0.3881 0.1766 0.1494 0.0676
H(131) 0.4842 0.3711 0.1494 0.0698
H(151) 0.4182 0.5213 0.1483 0.1082
H(152) 0.3727 0.5344 0.2242 0.1082
H(153) 0.2929 0.5244 0.1247 0.1082
H(201) 0.3398 -0.0488 0.2513 0.0551
H(211) (0.3539 0.0639 0.4537 0.0624
H(212) 0.3436 -0.0067 0.3873 0.0624
H(213) 0.2394 0.0320 0.3934 0.0624
H(221) 0.0590 -0.0517 0.1312 0.0714
H(222) 0.0424 0.0246 0.1807 0.0714
H(223) 0.0688 0.0330- 0.0940 0.0714
H(311) 0.1042 - -0.1449 0.2390 0.0696
H(321) 0.0659 -0.2818 0.2135 0.0782
H(331) 0.1749 -0.3609 0.1638 0.0726
H(341) 0.3187 -0.3061 0.1356 0.0727
H(351) 0.3591 -0.1712 0.1627 0.0576
H(411) 0.5168 0.0997 0.4525 0.0581
H(421) 0.6732 0.1446 0.5660 0.0729
H(431) 0.6964 0.2796 0.6015 0.0715
H(441) 0.5636 0.3705 0.5193 0.0752
H(451) 0.4059 0.3263 0.4079 0.0599
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Table S23. Anisotropic thermal parameters for NbFON,C,,BH,, (6)
with their esd in parentheses.

Atom U(1l) U(22) U(33) U(23) U(13) U(12)
Nb (1) 0.0355(2) 0.0305(2) 0.0323(2) 0.0003(2) 0.0092(2) -0.0007(2)
F(1) 0.043(2) 0.047(2) 0.057(2) 0.010(1) 0.020(1) -0.001(1)
O(1) 0.051(2) 0.039(2) 0.040(2) -0.004(1) 0.015(2) -0.003(2)
B(1) 0.046(3) 0.033(3) 0.043(3) 0.001(2) 0.015(3) 0.001(3)
N{1) 0.041(2) 0.042(2) 0.033(2) 0.002(2) 0.011¢(2) 0.002(2)
N(2) 0.050(2) 0.036(2) 0.036(2) -0.004(2) 0.012(2) 0.002(2)
N{3) 0.043(2) 0.036(2) 0.041(2) 0.002(2) 0.014(2) -0.002(2)
N(4) 0.043(2) 0.031(2) 0.042(2) 0.001(2) 0.013(2) -0.001(2)
N(5) 0.042(2) 0.041(3) 0.036(2) -0.001(2) 0.011(2) -0.001(2)
N(6) 0.045(2) 0.037(2) 0.042(2) 0.000(2) 0.016(2) -0.000(2)
C(1) 0.078(4) 0.073(4) 0.042(3) 0.008(3) 0.030(3) 0.005(3)
c(2) 0.052(3) 0.063(4) 0.036(3) 0.002(2) 0.016(2) 0.005(2)
C(3) 0.064(4) 0.061(4) 0.039(3) -0.013(3) 0.020(3) 0.008(3)
C(4) 0.050¢(3) 0.043(3) 0.048(3) -0.016(3) 0.009(2) 0.006(2)
C(5) 0.087(5) =~ 0.051(4) 0.073(4) -0.023(3) 0.017(3) -0.002¢(3)
c(6) 0.059(3) 0.048(3) 0.065(4) 0.005(3) -0.010(3) -0.010¢(3)
c(7) 0.036(2) 0.046(3) 0.040(3) 0.007(2) 0.006(2) ~-0.008(2)
c(8) 0.039(3) 0.051(3) 0.048(3) 0.010(3) ~0.002(2) 0.002(2)
C(9) 0.044(3) 0.043(3) 0.044(3) 0.015(2) 0.018(2) 0.013(2)
C(10) 0.066(4) 0.049(3) 0.064(4) 0.007(3) 0.022(3) 0.017(3)
C(11) 0.044(3) 0.061(3) 0.067(3) -0.008(3) 0.022(3) 0.002(3)
C(12) 0.039(3) 0.051(3) 0.042(3) -0.004(2) 0.018(2) -0.002(2)
C(13) 0.050(3) 0.060(4) 0.066(4) -0.000¢(3) 0.032(3) ~-0.009(3)
C(14) 0.058(3) 0.047(3) 0.066(4) 0.008(3) 0.031(3) -0.012(3)
C(15) 0.094(5) 0.052(4) 0.150(7) 0.022(4) 0.062(5) -0.009(4)
C(16) 0.043(3) 0.033(2) 0.034(3) -0.000(2) 0.011(2) 0.004(2)
c(17) 0.041(3) 0.035(3) 0.039(3) 0.002(2) 0.013(2) 0.005(2)
C(18) ©0.042(3) 0.037(3) 0.043(3) -0.004(2) 0.011(2) 0.003(2)
C(19) 0.043(3) 0.034(3) 0.051(3) -0.006(2) 0.007(2) 0.000(2)
C(20) 0.041(3) 0.042(3) 0.057(3) -0.008(2) 0.012(2) -0.005(2)
c(21) 0.058¢(3) 0.045(3) 0.054(3) J.014(2) 0.012(3) -0.002(2)
C(22) 0.048¢(3) 0.049(4) 0.088(4) -0.010(3) -0.005(3) -0.003(3)
C(30) 0.041(3) 0.039(3) 0.051(3) -0.007(2) 0.005¢(2) -0.006(2)
C(3L) 0.063(4) 0.050(3) 0.062(4) -0.003(3) 0.027(3) -0.002(3)
C(32) 0.061(4) 0.057(4) 0.079(4) -0.000(3) 0.019(3) -0.022(3)
C(33) 0.078(4) 0.038(3) 0.074(4) -0.010(3) 0.010(3) -0.008(3)
C(34) 0.062(4) 0.047(3) 0.077(4) -0.017(3) 0.015¢(3) 0.005(3)
C(35) 0.0339¢(3) 0.045(3) 0.064(3) -0.010(2) 0.011(3) 0.002(2)
C(40) 0.034(2) 0.043(3) 0.040(3) -0.004(2) 0.011(2) ~0.001¢(2)
C(41) 0.042(3) 0.051(3) 0.053(3) 0.003(3) 0.013(3) 0.005(2)
C(42) 0.045(3) 0.078(4) 0.063(4) 0.010(3) 0.006(3) 0.003(3)
C(43) 0.045(3) 0.094(5) 0.050(3) -0.009(3) -0.000(3) =-0.017(3)
C(44) 0.051(3) 0.063(4) 0.077(4) -0.019(3) 0.008(3) -0.020(3)
- C(45) 0.044(3) 0.051(3) 0.056(3) -0.007(3) 0.003(2) -0.005(3)
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Table S24. Bond lengths (A) and angles (°) for NbFON.C,,BH,, (6)
with their esd in parentheses. '

Nb(1) - F(1) 1.925(2)
Nb(1) - O{1) 1.988(3)
Nb(1l) - N(1) 2.238(4)
Nk (1) - N(3) 2.310(4)
Nb{(l) - N(5) 2.277(4)
Nb{(l) - C{(l6) 1.962(4)
Nb(l) - C(17) 2.376(4)
Nb(1l) - C(18) 2.387(4)
o(1) - C(18) 1.362(5)
B(1) - N(2) 1:526(6)
B(1) - N(4) 1.529(6)
B(1) - N(6) 1.534(7)
N(1) - N(2) 1.384(5)
N(1l) - C(2) 1.359(6)
N(2) - C(4) - 1.347(6)
N(3) - N(4) 1.378(5)
N(3) - C(7) 1.341(5)
N(4) - C(9) 1.353(5)
N(5) - N(6) 1.390(5)
N(5) - C(12) 1.354(5)
N(6) - C(14) 1.350(6)
C(l) - C(2) ©1.493(7)
C(2) - C(3) 1.373(7)

ToCc(3) - Cc(4) 1.363(7)
C(4) - C(5) 1.505(7)
C(6) - C(7) 1.484(7)
C(7) - C(8) 1.380(6)
Cc(8) - C(9) 1.374(6)
C(9) - C(10) 1.499(7)
C(11l) - C(12) 1.486(7)
C(12) - C(13) 1.380(7)
C(13) - C(14) 1.361(7)
C(l4) - C(15) 1.510(7) .
C(l6) - C(17) 1.444(6) }
C(l6) - C(40) 1.462(6)
C(17) - C(18) 1.394(6)
C(1l7) - C{(21) 1.521(6)
C(18) - C(19) 1.492(6)
C(19) - C(20) 1.321(6)
C(19) - C(22) 1.491(7)
C(20) - C(30) 1.484(6)
C(30) - C(31) 1.369(7)
C(30) - C(35) 1.386(7)
C(31) - C(32) 1.399(7)
C(32) - C(33) 1.361(8)
C(33) - C(34) 1.361(8)
C(34) - C(35) 1.376(7)
C(40) - C(41) 1.393(6)
C(40) - C(45) 1.396(7)
C(41) - C(42) 1.382(7)
C(42) - C(43) 1.369(8)
C(43) - C(44) 1.376(8)
C(44) - C(45) 1.375(6)




14

P T T T e S s U NGO U g

D N

P T e T T i P N

e e e e e e ner e e e et mer ner e e e e e v e e e e e e e et

P T T T T T T T T e T s S e T e T e T P P N

B < N N R U P

2004040 4000000800000080800080808.0809.0.Q.0
222222222 2ARAA2ZEEZL222A2EAZEA3AZ
T T T T e T I A Y N N N N B B
))))))))))))))))))))))))) oo~
oA A A A A A A AN A A AN A A A O A A A A A
b O O0OZmRO0OZ2Z2R0ZZ22RL0222RL0O0ZEZZ0LU

1999 American Chemical' Society, Organometallics, Etienne om990119k Supporting Info Page 13

|

E N N N

—

D o o o o N N

T T T e e e S T T T T T TN e e e e e )

B N o N SN N

P TR = TS gy R RN [ S R VU R
~ NN <t~ N A A< A A O A AN A A AN NN MM
Q- >~ 0Q~——~—-=—0Q— -~ Q0= = — = — — — — — — — —
R ZZEREZOAMZZ EZO0Z R R 20025200520 2



15

D e T e T e e T T T T T T T T I T T T T T N

— e mer mer e e e e e e e e i e e e et et S e e M e e e e e e e e e S e e e e e e e e e e e e e e e e

P e T T T S o i o e i v e e e~~~ —

T T N - N s N i S

P T T T T T T T T e T T e T T T T T T T T T N

P e T NPT

B N N o N e

N S T e N e T T

1999 American Chemical Society, Organometallics, Etienne om990119k Supporting Info Page 14

|



© 1999 American Chemical Society, Organometallics, Etienne om990119k Supporting Info Page 15

—175
—180
ppm

I
|

Expanded region of the 'H-""C HMBC NMR spectrum of 2¢

]
3

ppm



