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Part I. NMR Spectra for catalysts 3
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Part Il. NMR Spectra and HPLC Chromatography for products 1, 4, 5, 6 and 7
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Peak# = Ret. Time | Area Height Area % Height %
1 4.988 22030294 2307491 50.370 61.874
2 6.740 21707001 1421871 49.630 38.126
Total 43737294 3729362 100.000 100.000
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Total 27814970 2935897 100.000 100.000
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Total 5935575 279178 100.000 100.000
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1 12.388 5879870 226622 50.588 71.480
2 25.715 5743287 90422 49.412 28.520
Total 11623157 317044 100.000 100.000
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Total 41067237 1154477 100.000 100.000
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Total 20880046 551159 100.000 100.000
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Total 10291675 757989 100.000 100.000
=]\ N e | ~N- |.as000
140000
[ AR E, / | / 30000
30000
125000
120000
4w
(CDCl, 400 MHz) 115000
10000
. | 1 15000
I I
I| ‘ n M I l i
ﬂ L ﬂ L
Ay & i w &
8{5 8{0 7.‘5 710 615 610 5!5 : 4!5 4}0 3‘5 3‘0 2}5 2‘0 1‘5 110 0!5 0‘0
1 (ppm)

S64



[ ISSTH B [N I I | v L8000
7500
F7000
k6500
16000
F5500
\, Gooe: 15000
F4500
0
an F-4000
dw 13500
(CDCh, 100 MHz) 2000
12500
F2000
11500
k1000
. | . | , 1 | k500
| v 1 \‘\ [
| RN | L "
+-500
10 180 170 180 150 140 130 120 o 100 9% 8 70 60 50 40 30 20 10 0
1 (ppm)
v
3 Det.A Ch1
o
=}
40
©o
2
&
30
COOEt
~I
20
(0]
N o Ph
10 Boc
4w rac.
0
12.5 15.0 17.5 20.0 225
min
1 Det.A Ch1/254nm
PeakTable
Detector A Chl 254nm
Peak# Ret. Time Area Height Area % Height %
1 16.694 1910006 45625 49.729 59.129
2| 21.526 1930814 31537 50.271 40.871
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Part I11. X-ray crystal structure for 3h (CCDC 1524645) showing the thermal

ellipsoids at 50% probability level.
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Table S1. Crystal data and structure refinement for 3h.

Identification code
Empirical formula

Formula weight
Temperature

Wavelength

Crystal system, space group
Unit cell dimensions

\olume

Z, Calculated density
Absorption coefficient

F(000)

Crystal size

Theta range for data collection
Limiting indices

Reflections collected / unique
Completeness to theta = 68.40
Max. and min. transmission
Refinement method

Data / restraints / parameters
Goodness-of-fit on F/2

Final R indices [I>2sigma(l)]
R indices (all data)

Absolute structure parameter
Largest diff. peak and hole

3h
C27H34BrClzsFs N2 O
734.82
173(2) K
154178 A
Orthorhombic, P 21 21 21
a=28.9751(4) A alpha =90 deg.
b =17.1860(7) A beta = 90 deg.
€c=21.3036(8) A gamma = 90 deg.
3286.0(2) A"3
4,1.485 Mg/m”3
4.530 mm~-1
1496
0.24 x 0.18 x 0.15 mm
3.30 to 68.40 deg.
-10<=h<=10, -20<=k<=20, -25<=I<=25
25372 /6036 [R(int) = 0.0572]
100.0 %
0.5498 and 0.4094
Full-matrix least-squares on F"2
6036 /0/ 385
1.040
R1=0.0514, wR2 =0.1324
R1=0.0583, wR2 = 0.1387
0.00(2)
0.829 and -0.307 e.A"-3
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