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X-ray Crystallographic Data for 2 and 3

Table S1. Crystallographic data for 2 and 3

2 3
Empirical Formula C31HysFsN-O,P5Pd CioH;6FsN4O,Pd
Formula Weight 740.90 444.65
Crystal Color, Habit yellow, prism orange, prism
Crystal System orthorhombic monoclinic
Space Group Pbca (#61) P2,/n (#14)

Lattice Parameters

Z value
Dcalce
F000
p(MoKa)

Exposure Rate

No. of Reflections Measured

No. of Unique Reflections

No. Variables

R1 (I>2.006(2))

wR2 (All Reflections)
GOF on F*

a=14.952(6) A
b=18.858(8) A
¢ =20.029(9) A

v=6211(4) A’
8

1.584 g/em’
2976.00

7.687 cm |

8.0 sec./®
46879

7096
397
0.0742
0.1593
1.368

a=13.0204(19) A
b=8.1491 (10) A
¢ =15.1590(19) A
B=91.198(8) °

V=1608.1(4) A’
4

1.836 g/cm’
880.00

12.289 cm™

4.0 sec./’
12071

3647
208
0.0417
0.1130
1.146

2 22 2212
RU=X |~ |Fl/ 2 |Fo, wR2=[ £ (w (Fy ~Fo) YEwF, )] -
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Figure S1. "TH NMR Spectrum of 2 (THF-dj, rt)
S3




Date : Fri Jan 29 12: 16: 56 1993
a3 3 FileName . .LoadingFID.nmdata
T N ~ Comment . 12-8127-204/CD2C12/r . t
=L D @ SliceHistory
oo o it ! EXMODE © non
PCPP \Y4
POINT : 32768 points
SAMPO 2 - 32768 points
FREQU : 21978.0 Hz
FILTR : 11000 Hz
DELAY : 18.2 usec
DEADT : 24 .5 usec
INTVL : 45 5 usec
- TIMES : 16 times
S 8 DUMMY 4 0 times
- — PD 4 1.0000 sec
— ACOTM : 1490.9440 msec
PREDL g 10.00000 msec
INIWT - 1000.0000 msec
RESOL : 0.67 Hz
1 r r T T 1 T 1 1 ¥V ¥ % 7 ® ¥ & J F 1 PW1 : 5.60 usec
-69.0 BT -69. -69.7 -70. 0BNUC o 19F
69.00 69.25 63.50 69.75 70.00 ppm 0BFRG : 282 65 Mz
OBSET :108023.46 Hz
()QQ'T/CF3 RGAIN : 20
BPha SCANS : 16 times
<: \Pd/ N SLYNT cpecLe
@ LVN : L
i = P’ \OJkCF SPINNING : 12 Hz
o Ph, 8 TEMP . ; 3.1 ¢
>
. JUL ) sl
T T T T ! T | T T I T I T I [ T I ] T
5 =70 -75 -80 ppm

Figure S2. 9F NMR Spectrum of 2 (CD,Cl,, rt)
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Figure S3. 3'P{'"H} NMR Spectrum of 2 (CD,Cl,, rt)
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—-—— PROCESSING PARAMETERS —-——-
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Figure S4. 3C{"H} NMR Spectrum of 2 (CD,CI,, rt)
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Figure S5. "TH NMR Spectrum of 3 (CD,Cl,, rt)
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Initial_wait = 1[s]
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Temp_get = 23.5([d4C)
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Figure S6. 9F NMR Spectrum of 3 (CD,Cl,, rt)
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Figure S7. 3C{'H} NMR Spectrum of 3 (CD,CI,, rt)
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Figure S8. '"H NMR Spectrum of 2 Prepared from Pd(OAc), (CD,CI,, rt)
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Figure S9. F NMR Spectrum of 2 Prepared from Pd(OAc), (CD,Cl,, rt)
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Figure S10. 3'P{'"H} NMR Spectrum of 2 Prepared from Pd(OAc), (CD,Cl,, rt)
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Figure S11. "TH NMR Spectrum of 3 Prepared from Pd(OAc), (CD,Cl,, rt)
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Figure S12. 9F NMR Spectrum of 3 Prepared from Pd(OAc), (CD,Cl,, rt)
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Figure S13. '"H NMR Spectrum of 4 (CD,Cl,, rt)
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Figure S14. 9F NMR Spectrum of 4 (CD,CI,, rt)
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Figure S15. 3'"P{"H} NMR Spectrum of 4 (CD,CI,, rt)
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