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1. X-ray crystallographic data for 2i:
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Table S1. Crystal data and structure refinement for 2i (15 January 2009).

Identification code
Empirical formula
Formula weight
Temperature
Wavelength

Crystal system
Space group

Unit cell dimensions

Volume

Z

Density (calculated)
Absorption coefficient

F(000)

Crystal size

Theta range for data collection
Index ranges

Reflections collected
Independent reflections
Completeness to theta = 27.68°
Absorption correction

Max. and min. transmission
Refinement method
Data/restraints/parameters

Goodness-of-fit on F2

Final R indices [I1>2sigma(l)]
R indices (all data)

Largest diff. peak and hole

snow20
C22H15N02
325.35

296(2) K
0.71073 A
Triclinic

P-1
a=9.0621(2) A
b =9.8863(2) A
c=10.2723(2) A
836.50(3) A’

2

1.292 Mg/m®

0.083 mm~1

340

0.50 x0.40 x0.28 mm®

2.09t0 27.68<
-11<h<11,-12<k<12,-13<1<13
17175

3858 [R(int) = 0.0446]

98.9%

Semi-empirical from equivalents

1.000 and 0.817

Full-matrix least-squares on F?
3858/0/226

1.001

R1 = 0.0446, wR2 = 0.1112
R1 =0.1025, wR2 = 0.1364
0.120 and —0.151 e.A®

0 =87.277(2)°
B = 67.4190(10)°
v =79.943(2)°.
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Table S2. Atomic coordinates (=<10% and equivalent isotropic displacement parameters
(A% x10%) for 2i. U(eq) is defined as one third of the trace of the orthogonalized UY tensor.

X y z U(eq)
0O(1) 7689(1) 6326(1) 4917(1) 67(1)
0(2) 5083(1) 7352(1) 5617(1) 79(1)
N(1) 7646(1) 8373(1) 7096(2) 82(1)
C(@) 6982(2) 7965(1) 3431(1) 56(1)
C(2) 8495(2) 7609(1) 2366(2) 69(1)
C(3) 8888(2) 8318(2) 1117(2) 82(1)
C(4) 7799(2) 9380(2) 942(2) 85(1)
C(5) 6303(2) 9754(2) 1990(2) 81(1)
C(6) 5888(2) 9046(1) 3234(2) 68(1)
C(7) 6452(2) 7219(1) 4763(1) 60(1)
C(8) 7314(2) 5561(1) 6168(2) 62(1)
C(9) 6573(2) 4411(1) 6246(2) 74(1)
C(10) 6297(2) 3619(1) 7402(2) 77(1)
C(11) 6737(2) 3926(1) 8513(2) 66(1)
C(12) 6389(2) 3141(1) 9748(2) 81(1)
C(13) 6772(2) 3473(2) 10827(2) 86(1)
C(14) 7535(2) 4611(2) 10727(2) 82(1)
C(15) 7883(2) 5399(1) 9554(2) 69(1)
C(16) 7493(2) 5089(1) 8414(1) 58(1)
c@7) 7786(1) 5919(1) 7195(1) 56(1)
C(18) 8578(2) 7160(1) 7038(1) 56(1)
C(19) 10179(2) 7034(2) 6840(2) 75(1)
C(20) 10869(2) 8189(2) 6681(2) 91(1)
C(21) 9937(2) 9436(2) 6735(2) 90(1)
C(22) 8366(2) 9480(2) 6936(2) 99(1)

Table S3. Bond lengths [A] and angles [] for 2i.

0(1)-C(7) 1.3563(16)
0(1)-C(8) 1.4143(16)
0(2)-C(7) 1.2018(15)
N(1)-C(18) 1.3301(16)
N(1)-C(22) 1.3419(19)
C(1)-C(2) 1.3846(17)
C(1)-C(6) 1.3885(18)
C(1)-C(7) 1.4736(18)
C(2)-C(3) 1.384(2)
C(2)-H(2A) 0.9300
C(3)-C(4) 1.366(2)
C(3)-H(3A) 0.9300
C(4)-C(5) 1.370(2)
C(4)-H(4A) 0.9300
C(5)-C(6) 1.379(2)
C(5)-H(5A) 0.9300
C(6)-H(6A) 0.9300
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Table S3. Cont.

C(8)-C(17)
C(8)-C(9)
C(9)-C(10)
C(9)-H(9A)
C(10)-C(11)
C(10)-H(10A)
C(11)-C(12)
C(11)-C(16)
C(12)-C(13)
C(12)-H(12A)
C(13)-C(14)
C(13)-H(13A)
C(14)-C(15)
C(14)-H(14A)
C(15)-C(16)
C(15)-H(15A)
C(16)-C(17)
C(17)-C(18)
C(18)-C(19)
C(19)-C(20)
C(19)-H(19A)
C(20)-C(21)
C(20)-H(20A)
C(21)-C(22)
C(21)-H(21A)
C(22)-H(22A)
C(7)-0(1)-C(8)
C(18)-N(1)-C(22)
C(2)-C(1)-C(6)
C(2)-C(1)-C(7)
C(6)-C(1)-C(7)
C(3)-C(2)-C(1)
C(3)-C(2)-H(2A)
C(1)-C(2)-H(2A)
C(4)-C(3)-C(2)
C(4)-C(3)-H(3A)
C(2)-C(3)-H(3A)
C(3)-C(4)-C(5)
C(3)-C(4)-H(4A)
C(5)-C(4)-H(4A)
C(4)-C(5)-C(6)
C(4)-C(5)-H(5A)
C(6)-C(5)-H(5A)
C(5)-C(6)-C(1)
C(5)-C(6)-H(6A)
C(1)-C(6)-H(6A)
0(2)-C(7)-0(1)
0(2)-C(7)-C(2)
0(1)-C(1)-C(1)

1.362(2)
1.4029(19)
1.356(2)
0.9300
1.407(2)
0.9300
1.413(2)
1.4188(18)
1.351(2)
0.9300
1.401(2)
0.9300
1.365(2)
0.9300
1.406(2)
0.9300
1.4269(18)
1.4981(17)
1.3693(18)
1.370(2)
0.9300
1.358(2)
0.9300
1.351(2)
0.9300
0.9300
116.89(10)
116.23(13)
119.28(13)
122.78(12)
117.91(11)
119.72(13)
120.1
120.1
120.24(14)
119.9
119.9
120.73(15)
119.6
119.6
119.65(15)
120.2
120.2
120.37(13)
119.8
119.8
122.85(13)
124.89(13)
112.25(11)

S3
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Table S3. Cont.

C(17)-C(8)-C(9)
C(17)-C(8)-0(1)
C(9)-C(8)-0(1)
C(10)-C(9)-C(8)
C(10)-C(9)-H(9A)
C(8)-C(9)-H(9A)
C(9)-C(10)-C(11)
C(9)-C(10)-H(10A)
C(11)-C(10)-H(10A)
C(10)-C(11)-C(12)
C(10)-C(11)-C(16)
C(12)-C(11)-C(16)
C(13)-C(12)-C(11)
C(13)-C(12)-H(12A)
C(11)-C(12)-H(12A)
C(12)-C(13)-C(14)
C(12)-C(13)-H(13A)
C(14)-C(13)-H(13A)
C(15)-C(14)-C(13)
C(15)-C(14)-H(14A)
C(13)-C(14)-H(14A)
C(14)-C(15)-C(16)
C(14)-C(15)-H(15A)
C(16)-C(15)-H(15A)
C(15)-C(16)-C(11)
C(15)-C(16)-C(17)
C(11)-C(16)-C(17)
C(8)-C(17)-C(16)
C(8)-C(17)-C(18)
C(16)-C(17)-C(18)
N(1)-C(18)-C(19)
N(1)-C(18)-C(17)
C(19)-C(18)-C(17)
C(18)-C(19)-H(19A)
C(20)-C(19)-H(19A)
C(21)-C(20)-C(19)
C(21)-C(20)-H(20A)
C(19)-C(20)-H(20A)
C(22)-C(21)-C(20)
C(22)-C(21)-H(21A)
C(20)-C(21)-H(21A)
N(1)-C(22)-C(21)
N(1)-C(22)-H(22A)
C(21)-C(22)-H(22A)

123.21(13)
118.59(11)
118.04(13)
118.72(15)
120.6
120.6
121.51(13)
119.2
119.2
121.82(13)
119.05(13)
119.08(15)
121.24(15)
119.4
119.4
119.87(15)
120.1
120.1
120.57(16)
119.7
119.7
121.14(14)
119.4
119.4
118.09(13)
122.54(12)
119.34(13)
118.17(12)
120.28(12)
121.55(12)
122.43(12)
116.50(11)
121.08(12)
120.2
120.2
118.81(15)
120.6
120.6
118.28(15)
120.9
120.9
124.68(15)
117.7
117.7

Symmetry transformations used to generate equivalent atoms.

S4
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Table S4. Anisotropic displacement parameters (A2 x 10%) for 2i. The anisotropic
displacement factor exponent takes the form: —2n2[hza*2U + ... + 2 h k a* b* U%2].

yll u22 u33 u23 ul3 ul?
0(1) 60(1) 73(1) 68(1) 0(1) =27(1) =7(2)
0(2) 56(1) 95(1) 81(1) 8(1) —22(1) -9(2)
N(1) 74(1) 56(1) 125(1) 2(1) —49(1) -9(2)
C(1) 54(1) 57(1) 62(1) —6(1) —25(1) -14(1)
C(2) 62(1) 65(1) 80(2) -5(1) —25(1) -10(2)
C(3) 75(1) 86(1) 74(1) -5(1) -12(1) -19(1)
C@4) 93(1) 79(1) 78(1) 13(1) —26(1) —24(1)
C(5) 83(1) 70(2) 92(1) 12(1) -36(1) -12(1)
C(6) 63(1) 66(1) 76(1) -5(1) —26(1) -9(2)
C(7) 54(1) 63(1) 69(1) -9(2) -30(2) -9(2)
C(8) 58(1) 60(1) 69(1) 0(1) —27(1) —6(1)
C(9) 75(1) 66(1) 90(1) -12(1) -38(1) -13(1)
C(10) 77(1) 52(1) 109(1) -1(1) —40(1) -15(2)
C(11) 58(1) 49(1) 88(1) 4(1) —28(1) —4(1)
C(12) 71(1) 55(1) 110(2) 19(1) -32(1) -8(1)
C(13) 78(1) 76(1) 95(1) 26(1) -31(2) -3(2)
C(14) 79(2) 87(1) 83(1) 15(1) —38(1) —4(1)
C(15) 65(1) 67(1) 77(1) 9(1) -32(2) -9(2)
C(16) 48(1) 51(1) 73(2) 2(1) —24(1) -1(2)
Ccan 48(1) 51(1) 68(1) -1(2) —24(1) -3(2)
C(18) 53(1) 57(1) 61(1) 2(1) —25(1) -11(2)
C(19) 54(1) 80(1) 91(1) 6(1) -29(1) -13(1)
C(20) 69(1) 117(2) 95(1) 6(1) -32(1) —41(1)
C(21) 109(1) 88(1) 93(1) 12(1) —45(1) -53(1)
C(22) 110(2) 59(1) 144(2) 8(1) —64(1) —20(2)

Table S5. Hydrogen coordinates (><104) and isotropic displacement parameters (A2 < 107) for 2i.

X y z U(eq)
H(2A) 9244 6895 2489 83
H(3A) 9898 8071 395 99
H(4A) 8076 9855 101 101
H(5A) 5570 10481 1864 98
H(6A) 4871 9294 3945 82
H(9A) 6277 4195 5518 89
H(10A) 5805 2855 7462 93
H(12A) 5888 2381 9820 97
H(13A) 6529 2947 11634 104
H(14A) 7807 4833 11467 99
H(15A) 8386 6153 9507 82
H(19A) 10793 6170 6813 90
H(20A) 11957 8120 6539 109
H(21A) 10369 10240 6637 109

H(22A) 7739 10338 6966 119
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Table S6. Torsion angles [ for 2i.

C(6)-C(1)-C(2)-C(3)
C(7)-C(1)-C(2)-C(3)
C(1)-C(2)-C(3)-C(4)
C(2)-C(3)-C(4)-C(5)
C(3)-C(4)-C(5)-C(6)
C(4)-C(5)-C(6)-C(1)
C(2)-C(1)-C(6)-C(5)
C(7)-C(1)-C(6)-C(5)
C(8)-0(1)-C(7)-0(2)
C(8)-0(1)-C(7)-C(1)
C(2)-C(1)-C(7)-0(2)
C(6)-C(1)-C(7)-0(2)
C(2)-C(1)-C(7)-0(1)
C(6)-C(1)-C(7)-O(1)
C(7)-0(1)-C(8)-C(17)
C(7)-0(1)-C(8)-C(9)
C(17)-C(8)-C(9)-C(10)
0(1)-C(8)-C(9)-C(10)
C(8)-C(9)-C(10)-C(11)
C(9)-C(10)-C(11)-C(12)
C(9)-C(10)-C(11)-C(16)
C(10)-C(11)-C(12)-C(13)
C(16)-C(11)-C(12)-C(13)
C(11)-C(12)-C(13)-C(14)
C(12)-C(13)-C(14)-C(15)
C(13)-C(14)-C(15)-C(16)
C(14)-C(15)-C(16)-C(11)
C(14)-C(15)-C(16)-C(17)
C(10)-C(11)-C(16)-C(15)
C(12)-C(11)-C(16)-C(15)
C(10)-C(11)-C(16)-C(17)
C(12)-C(11)-C(16)-C(17)
C(9)-C(8)-C(17)-C(16)
0(1)-C(8)-C(17)-C(16)
C(9)-C(8)-C(17)-C(18)
0(1)-C(8)-C(17)-C(18)
C(15)-C(16)-C(17)-C(8)
C(11)-C(16)-C(17)-C(8)
C(15)-C(16)-C(17)-C(18)
C(11)-C(16)-C(17)-C(18)
C(22)-N(1)-C(18)-C(19)
C(22)-N(1)-C(18)-C(17)
C(8)-C(17)-C(18)-N(1)
C(16)-C(17)-C(18)-N(1)
C(8)-C(17)-C(18)-C(19)
C(16)-C(17)-C(18)-C(19)
N(1)-C(18)-C(19)-C(20)
C(17)-C(18)-C(19)-C(20)
C(18)-C(19)-C(20)-C(21)
C(19)-C(20)-C(21)-C(22)
C(18)-N(1)-C(22)-C(21)
C(20)-C(21)-C(22)-N(1)

—0.9(2)
177.30(13)
1.0(2)
~0.4(3)
-0.3(3)
0.4(2)
0.2(2)
~178.08(13)
~1.70(19)
179.57(10)
~168.00(13)
10.2(2)
10.69(18)
~171.09(11)
~105.10(13)
79.31(14)
0.6(2)
176.01(12)
-0.1(2)
177.21(13)
-0.3(2)
~177.85(13)
~0.4(2)
-0.3(2)
0.6(2)
-0.2(2)
~0.45(19)
177.66(12)
178.30(12)
0.74(18)
0.12(18)
~177.43(11)
~0.77(19)
~176.12(10)
179.75(12)
4.40(17)
~177.71(11)
0.38(17)
1.77(18)
179.85(11)
0.6(2)
~179.15(14)
68.44(16)
~111.02(14)
~111.35(15)
69.19(17)
~0.6(2)
179.15(14)
0.5(2)
~0.4(3)
~0.5(3)
0.4(3)

Symmetry transformations used to generate equivalent atoms.

S6
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2. 'H and *C-NMR Spectra:

'H-NMR of 2a i
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'H-NMR of 2b 9
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'H-NMR of 2¢
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coc13
100
0
50251 .258 Hz
0.383387 Hz
1.3042164 set
9195.2
9,950 vsec
4.50 usec
300.0 K

3.00000000 sec
11 0.02000000 sec
semmmzss=s== CHANNEL f1
nCt 136
o1 5.80 usec
BLY -6.00 0B
SFO1 100.6328515 MHz

e
HZCH

-nex CHANNEL f2

waltz16
H
71.00 usec
120.00 dB
17.00 dB
4001308230 MHz

=2 - Processing paraneters

65536
100.6127058 MHz

1.00

1D NM3 plot parameters
cX

19.50 cn
205.000 ppm
2062561 Hz
~0.000 ppm
-0.00 Hz

10.51282 pom/cm

1057.72339 Hz/em
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'H-NMR of 2d %

] 9
_
N
Current Data Parameters
NAME H1.0NP13
e e B - ;
DAUADINIIOLCAUARCNNTDOTO W =] - ZXPND 53
cTONVAROCWAVLOM IR DX @D © PAROCNO 1
cBSEZRREHERNETR RS g
g§echBnMBNARBSTINEN= =23 =
MONIANNNSNNNSNNSNNSNNR ~ o F2 - Acquisition Parameters

LLL L ! Date_ 20081220
Tine 13.33
| INSTRM pxa00

PROBHD. 5 o GNP IH

PULPROG 2930
ol 32768
SOLVENT 13
NS ® 15
0s 0
SuH 8012 820 Hz
FIORES 0.244532 Hz
A0 2.0447731 sec
A6 57
o4 62.400 usec
0E 4.50 usec
TE 300.0 K
D1 2.50000000 sec
CHANNEL 1
H
10.00 usec
-6.00 08
| st 400.1328003 #H2
F2 - Processing parameters
sI 16384
SF 200.1300034 Mz
WDt v
ssB 9
L8 0.00 2
68 9
§ PC 1.00
. / l 1D NMR plot paransters
X 20.00 ¢m
FIP 9480 ppm
Fi 3793.09 Hz
\ Fap 0.000 ppm
F2 0.00 ¥z
s 8 2 EBRIZS & PPMCM 0.47398 ppu/cn
g = 811213882 g‘ -2em 189.65427 Hz/cn
£ < ol |l | af
. R R R RARa e T T )
ppm 9 8 7 6 5 4 3 2 1
*C-NMR of 2d
Current Data Paraneters
1% £13dc.ONP
EXPNO 151
PROCNO 1
F2 - Acquisition Parameters
Date_ 20081220
Time 13.34
INSTRUN dpx400
AN VCPMONVND SO N T O NN N PROBHD 5 an GNP 1H
L ERBBSIGYESCBUISERANREE SBRR el PULPROG 20dc30
SEBEBYEABRRAARERAYREINNY  BRRR Na St a0
ASaae ] 1 ' \ . e
\\ \ 05 o
) [ SHH 50251 258 Hz
FIDRES 0.383387 Hz
AQ 1.3042164 s8¢
a6 9195.2
ow 9.950 usec
[ 4.50 usec
i3 300.0 K
n 3.00000000 sec
a1 0.03000000 sec
CHANNEL 4
NUCE
Pt 5.80 usec
PLY -6.00 d8
SFO1 £00.6328515 Miz
CHANNEL 12
CPOPRG2 waltz16
we2 1H
3CP02 71.00 usec
a2 120.00 08
ALz 17.00 08
§£02 400.1308230 MHz
~ Processing parameters
65536
1005127419 MHz
EM
[
0.30 Hz
[
1.00
10 NMR plot paraneters
19.50 cn
F1p 180.000 ppm
F1 1811029 Hz
Fap 0.000 pom
i 0.00 Hz
SPMCH 9.23077 pom/cm

2CH 928.73273 Hz/cm
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'H-NMR of 2e

OMe

Current Data Parameters

NAME H1.ONP13
ganagsRessdaseasngn @ £x010 s
£ 8o B888TmBR85BLRAS o PROCNO 1
E2opRRCIITAREREREER 5
© ~ L o N N S .1 ™ F2 - Acauisition Parameters
i L ] //J/ Date_ 200812:
f"/ Ting 14.47
INSTRUM dpx400
PROBHD S am GNP IH
PULPROG 2930
T 32768
SOLVENT cpci3
NS ¢ 15
0s o
SWH 8012.820 Hz
FIDRES 0.244532 Hz
AQ 2.0447731 sec
RG 71.8
W 62.400 usec
DE 4.50 usec
TE 300.0 K
1 2.50000000 sec
sesmsssaszes CHANNEL f1
NCY
P1 10.00 usec
PLY -6.00 08
SFO1L 400.1328008 MHz
' F2 - Processing parametcrs
Sl 16384
SF 400.1300094 MHz
oW EM
SSB 0
LB 0.00 Hz
68 o
i ! PC 1.00
LAV S \ 10 NMR plat paraneters
20.00 cwm
FiP 8 279 ppn
Fi 3712.96 Hz
/ ) Fep -0 000 pon
F2 -0.00 Hz
F 8 J:ﬂ_' g PPMCM 0.46337 ppn/cw
? g 'g g HICM 185.64786 Mz/cm
E - |- B
T S B 7 T T
ppm 8 7 5 5 4
B3C-NMR of 2e
Current Data Parameters
NAME Ci3dc GNP
EXPND 153
PAOCNOD 1
F2 - Acquisition Parameters
Date_ 20081220
Time 14.52
INSTRUM dpx400
SNBL8BEBIILLBeYBANER88SE 108 g s 26w
eSS RACRERSRINEIE83RSREEIR SRR = PULPROG 290c30
S8BBRIYERIASAERRERALIINES BRE 8 men
L L ) _J /| { NS 55
3 ! T SHH 50251 ,258 Hz
FIDRES 0.383387 Hz
A 1.3042164 slc
RG 8195.2
Dw 9.950 usec
DE 4.50 usec
TE 300.0 K
bl 3.00000000 sec
di1 0.03000000 sec
= == CHANNEL 11
13C
5 80 usec
-6.00 dB

SFO3 100.6328515 MHz
CHANNEL 2
CROPRE2 waltz16
wee 1H
cPo2 71.00 usec
a2 120.00 0B
L2 17.00 08
sF02 400.1308230 Mz
F2 - Processing paraneters
st 63536
SF 100 6127119 Mz
WO EM
558 ]
L8 0.30 Hz
68 0
PC 1.00
10 NMA plot parameters
ox 19.50 cm
Fip 181,425 ppm
F1 18255.23 Hz
F2p ~0.000 ppm
F2 ~0.00 Hz
opMCH 9.30465 ppn/cn
2em .16583 Hz/ca

S11
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'H-NMR of 2f i

A (0]
L
N
CF3
Current Dats Pacameters
NAME H1 GNP13
MORNONORICTOD MA@ NS o EXPND 57
L, oBYERe2BRBEEhoTaEE 2 SROCNO 1
SEBn85CBI3ETRTTEYIANT 3
@O DD DN NN NN NN N NN N < £2 - Acquisition Parameters
‘&NW%%J | Date_ 20030102
| / | Tite 18.14
(e 4pxd00
S mm GNP IH
230
32768
o3
16
0
5012.820 Hz
0.244532 H2
2.0447731 sec
181
52,400 usec
4.50 usec
300.0 K
2.50000000 sec
- CHANNEL f1
10.00 usec
| ay -5.00 0B
| sFo! 400.1325009 Mz
£2 - Pracessing parameters
s1 16384
& 400.1300094 Mz
WOW EM
558 0
| 8 0.00 Hz
| 68 0
i PC 1.00
J J VA 1_ 10 NMA plot parameters
e —— S 20.00 cn
P 3.655 ppn
€ 3863.20 bz
| 0.000 opn
J\ / / 0.00 H7
B ° o) fo)s ol 0.4827¢ ppm/cm
g s 18] [RIRI8|S HIOM 193,15985 Hz/cm
g S 8| |55 |2
K - ladl |olmlm]=
- - ; T T T e e . ey
pom 9 8 7 5 5 a 3 2 1
“C-NMR of 2f
Current Data Perameters
NAVE C13dc GNP
2XPN0 154
PROCNO 1
F2 - Acquisition Paraneters
Date_ 20080102
Tire 18.15
INSTRUM dpx400
NI PN ONTRNOENOONE G O o = m 5 GNP 1H
NI RPRSIERERN8eRS 3 25k
g MRSHSERAARZBATINSIRSBY SR A
S NIYTONYTYINTOOANDNODNN T IYMM o~ I~
e S e i e B KR Bt B TR Sl
NSyt
1 \‘l 5 50251.298 Hz
0363387 Hz
1.3042154 sec
72%8.2
9.950 usec
4,50 usec
300.0 K

3,00000000 Sec
0.03000000 sec

CHANNEL (1 L
NUCt 13
By 5.80 usec
PLL -6.00 8
SFOL 1006328515 MH2
CHANNEL 2 =========a=
CPOPRG2 waltz1s
NUC2 1
PCPD2 71.00 usec
P2 120.00 0B
PL12 17.00 0B
5F02 MHz

s1 65536

SF 100 6127042 MHZ
WON
SSB
LB
68

10 NMR plot parameters
ox

c 19.50 em
1P 173.000 ppm
1 17406.00 Hz
2P 0.000 ppm
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'H-NMR of 2g

0.09988

Current Data Parameters
NANE

H1.GNPA3
EXPNO 54
PROCNO 1

F2 - Acquisition Parameters
Date_ 20081220

Time 13.45

INSTRUM dnx400

PROBHD 5 an O 1M

PULPROG 2930

it} 32768

SOLVENT €oe13

NS ¢ 16

0s 0

SHH 8012.820 Hz

FIDAES 0.244532 Hz

AQ 2.0447731 sec

G 80.6

o 2,400 usec

E 4.50 vsec

TE

o1 2.50000000 sec

=ss CHANNEL f] s========
1H

10.00 usec
-6.00 uB

SFO1 2001328009 Mz

F2 - Processing parameters

16384
SF 400.1300094 MHz
WO EM
558 0
L8 0.00 Hz
58 0
PC 1.00

1D NMR plot parameters
>3

20.00 cm
FiP 9.354 pom
F1 3743.00 11z
F2p -0.000 pn
F2 -0.00 Hz
PPMCM 0.45772 pon/cm
HZCM 187.15025 1iz/cm

1.9873 ==

p:zmI ‘ ] el
B3C-NMR of 2g

Current Data Parameters

ppn
165.780

162.275
159.639
154.900
154,686
150.360

4.764
144.735
136.946
135.429
134.243
130.773
130.643
29.808
29.174
29.052
125.420
124.130
123,240
118.117
117.876
117.101
116.870
78.022
77.704
77.387

125.503

1

S

/

i )

NAME C43dc.Gw
EXPNO 152
PROCND 1

F2 - Acguisiticn Paraseters

Date_ 20081220
Time 13.43
INSTRUM 4px400
PROBHD 5 mm GNP 1H
PULPAOG 2gdc30
0 131072
SOLVENT coci3
NS &7
05 0
SHH 50251.258 Hz
FIDRES 0.383387 K2
40 1.3042164 s8c
RG 9195.2
0w 9.950 usec
0E 4.50 usec
TE 300.0 K
2 3.00000000 sec
11 0.03000000 sec
CHANNEL ft
NUCH 13C
1 5.80 usec
BLY -6.00 dB
SFOL 100.6328515 MHz
CHAMNEL 2
CPOPAG2 waltz16
1H
71.00 usec
120.00 d8
17.00 d8

SFO2

400.1308230 MHz

F2 - Processing parameters
sI 65536

SF 1006427096 Mz
WON M

Ss8 0

L8 0.30 He

=) 0

ec 1.00

1D MR plot paramcters

o 19.50 ¢m
F1P 184.000 ppm

F1 18512.74 Hz

Fop 0.000 ppm

2 -0.00 Hz
PMCH 9. 43550 ppn/cn

94537122 Hz/cm

S13
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'H-NMR of 2h ?

N [e]
W
N
Current Data Parsmeters
H1.0NP13
TN EYNEEYMTI U@ < ot =
PHRIBIOS8IBIINBEEE B
L BENITRERNRNERESE88E 3 peshot i
R GRS ER N8BS RRED 2
ESTBR9SCCIIRRANRASRE &
[ S ot ool ol el ol ol o F2 - Acguisition Parameters
&‘\N/% Date_ 20081216
Time 11.33
INSTRUM apx400
PROBHD 5 nm GNP iH
SULPROG 2830
m 32768
SOLVENT coci3
NS L1
0s 0
SWH B012.620 Hz
FIORES 0.244532 Hz
AQ 2.0447731 sec
G 5.3
o 62,400 usec
0E 4.50 usec
T 300.0 K
ot 2.50000000 sec
CHANNEL f1
N 1H
bt | 10.00 usec
LR} -6.00 ¢B
501 400.1328009 M4z
F2 - Processing parameters
SI 16384
= 400.1300094 MHz
WOW EM
558 0
L8 0.00 Hz
A sa 5
PC 1.00
— 1D NMR plot parameters
o 20.00 ¢
FiP 9.300 ppm
1 3721.21 H2
f2p -0.000 ppn
2 -0.00 Hz
= < o o (o © PPUCH 0.46500 ppn/cn
g g 318 |5 & HzCH 186.06047 Hz/cm
g ] g 1] 3 8
£ - [0 B P I @
£ § S L5 | T T ¥ T T T T 1%
gomn 8 7 & 5 4 3 2 1
“C-NMR of 2h
Current Data Parameters
NAME C13dc GNP
EXPNO 150
PROCNO 3§
F2 - Acquisition Paraneters
date_ 20081216
Tine 11.42
INSTRUY dox400
0 O T S O A Y B s By s T - a PROGHD 5 ma 0N 1K
PRl E YR nI N8R CRERISYEh 88 g SIRPHE 290ci0
e PERSESREBBEREOGRREENTARE SRE b £ L
8 T NONOYINUOQLQNIN OO E@DWWMN @ ~ o~ o
Sl A LR R R R s R T A 2 SOLVENT coci3
LELL [ NS 3
os ]
‘\\\\\j‘ﬁ‘w%/ \V | S 50251 258 Hz
FIORES 0.283387 e
A 1.3042164 s
% 9195.2
oW 5,950 usec
£ 4.50 usec
TE 300.0 K
ot 3.00000000 sec
att 0.03000000 sec
CHANNEL 11
AUCt 13¢
21 5.80 usec
2Ly -5.00 48
sFot 1006326545 Mz
CHANNEL f2
cPOPAG2 waltzib
NuC2 1
ACPD2 74.00 usec
L2 120.00 d8
PLI2 17.00 o8
5602 400, 1308230 iz
F2 - Processing parameters
st
SF 100 6127272 Wiz
WOK EM
558 0
L8 0.30 He
58 0
o 1.00
3D NMA plot parameters
X 19.50 cn
=1p 183.000 ppm
2 18412.13 He
" ot essatort . " Fap -0.000 ppm
F2 -0.00 Hz
ENZEZERER T T ) i ™ ‘ o Mty
pom 160 140 120 100 80 B0 40 20
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'H-NMR of 2i %

Current Data Porameters
SNV M DODMYOWODEI O @WONa O L
MOMOOUMNEOITOUOENTIODVLMBY =0 = EXPNG 49
ENSaoYdB8arTREsNE0aS858R PROCND t
§RSAAIINSHBETIVITSRISE
WO R NNNNN NN NN NN NN N~~~ g F2 - Acauisition Parameters
\W%X&J Date_ 20081211
s Tiee 11.37
[ INSTRUM dpx400
PROBHD 5 m QNP 1H
PULPROS 2930
i) 32768
SOLVENT coc13
NS ¢ 15
0s 0
St 8012.820 Mz
FIDRES 0.244532 Hz
AG 2.044773) sec
76 7.8
W 62.400 usec
OE 4.50 usec
1€ 300.0 K
D1 2.50000000 sec
[T T pe—
i
10.00 usec
1 -6.00 08
0 4001328009 Wiz
| F2 - Processing paraveters
I st 16384
& a00.1300099 Wiz
WOW EM
ss8 0
| 8 0.00 Hz
I ® 0
1 PC 1.00
s i i 10 NMR plot parameters
ox 20.00 cn
£1P 9.838 pon
Fi 3936.31 Hz
/’ " 2 -0.000 pom
2 ~0.00 Hz
3 2 SERE199S PONCH 0.49188 ppn/cm
§ ] 3|z(3(88|21e zen 196.81577 He/fem
g & B o} o S
— AR me T v rrrrTep e - ey : -
ppm 9 8 7 5 4 3 2 1
“C-NMR of 2i
Current Data Parameters
NAME C130c. ONP
IXPND 148
SROCND 1
=2 - Acquisition Paraneters
Jate_ 20081211
Time 11.40
INSTRUM px400
88RBIBE08Y5 358 8SRBAEY I8 e
. BSTBI0RIBISRRSVETHERER 585 ULPAOG 296c30
f PNCYVLINANCSSPT D@ N IDLO NN o~ ~ 0 131072
SENInaAn OISR NNU N NIMES PSS SOCYENT Lo,
NS 101
N VY : °
| SiH 50251.258 Hz
FI0RES ©.383387 Hz
AQ 1.3042164 set
G 9195.2
o 9.950 usec
0E 4.50 usec
TE 3000 K
0t 3.00000000 sec
11 0.03000000 sec
CHANNEL f1
nuCt 13C
Pt 5,80 usec
oLy -6.00 0B
SFO1 100.6326515 Miz
,,,,,,,,,,, CHANNEL 12 -
CPOPRG? waltz16
Nuc2 1
pCPO2 71,00 usec
L2 12000 98
pLI2 17.00 08
sF02 400.1308230 WHz
F2 - Processing paraneters
st 65536
SF 100.6127173 MHz
WON [
ss8 [
L8 0.30 Hz
68 [}
c 1.00

10 MR plot parameters

X 19.50 cm
B L 182.000 pom
1 18311.51 Hz
e 0.00 Hz
IPMCM 9.33333 ppm/cn

— S - - : o | -
ppm 160 140 120 100 8 60 40 20 HeH 939;052001 Hz/cu
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'H-NMR of 2j ata

=N
(e}
o
Current Data Paraneters
HLGNP13
SDUSMAUODDO AL MM = m Do menma- Mot am EXPNO 23
cohnoNBRARGEEBIna SRSBUSDOSoMaBaLseyq
ROV VVATNTT OGNS @ ARERNO~NDATASOE =T FROCND 1
E-CoaNSs0nidsasonn SoONRDNI BN oD
SISANBSIIRNNTEBBEAN ARSI NRAIGIISES
E - N S N A A N NS I R R R R R F2 - Acquisition Paraneters
\ ] L J Date_ 20081008
/ \! | Tine 15.56
L I INSTRUM X400
PROBHD 5 wm NP H
PULPROG 2930
i) 32768
SOLVENT o1z
NS
o5 [}
SHH 8012.820 W
FIDRES 0.244532 Wz
20 2.0447731 sec
A6 128
oW B2.400
o€ 4.50
1€ 300.0 K
1 2.50000000 s
CHANNEL 11
NuCt 1H
P 10,00 usec
| PLL -6.00 48
SOt 4001328009 Mz
| F2 - Processing paraneters
st
S 400.1300039 Miiz
WK EM
58 0
8 0.00 Hz
o8 0
u 3 1.00
- 4 S - 10 N¥B plat parameters
¢ 20.00 ¢n
9.400 ppm
3761.22 Hz
| ) 0.000 ppn
1/ ~0.00 Hz
El 5| (glzle2]s 0.47000 pon/ce
H S S ] B H2CM 168.06110 Hz/cn
& ol feeufemife ]|

L o i e e B
4

BC-NMR of 2j

Current Data Parameters

NAME C13dc. GNP

EXPNO 135

FROCNO 1

- Acquisition Parameters

Date_ 20081008

Time 16.59

INSTRUM dox400

NYRIOCCTQLOITNODNN TS owmmy - PROBAHO Smm NP IH
BSSEERGEGRIBRERRE R38& 3 PULPADS 2guc30
N e 5 o N ] ~ o 3107
2E¢RERSnEEERRETRY AR 4 L Rt

74

opm
—167.534

RSNyt

o i
LB3

0
50251.258 Hz

FIDRES 0.383387 Hz
A0 1.3042164 sét
" 9195.2

oW 9.950 usec
DE £.50 usec
TE 300.0 K

o1 3.00000000 sec
a1t 0.03000000 sec
et

P1

PLY

SFO1

waltzi6
Nucz H
PCPD2 71.00 usec
PL2 120.00 ¢8
PL12
SFo2

SF 100.6127104 MHz
WO EM
SSB 9
8 0.30 Hz
; ] 0
| P 1.00

10 NMR plot parameters
X 18.50 ca
FtP 185.000 ppm
il dLtdl s i Fi 1851335 Hz
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'H-NMR of 2k

S17

OMe

Cutrent Dats Pareneters
" "

5 3
= =
= ]
3 b4
1

l
!

{ |

Integral

BC-NMR of 2k

Date Peraseters
Ciidc oW
08

F2 = Acquisition Parassters
20080813

Date
Tine
INSTRM
PRS0
RS

73.021

o=
Tz o
LR
~ -

oo
164,342
156.057
55.986

£
.
T

19.04
Opeddd

San 0@ 1N
92¢30
131072

coc3

@

0
50251.250 M
0.363387 Wz
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'H-NMR of 2I L ome

A [e]
L
N
Current Dats Parsseters
~ o~ 2 e H.P13
5 2 3 o0
& g 3 -4 PROCND
2 L-3 @< ~
~e - - ¥2 - acquisition Pacamters
2 L | ate 081117
| Tise
NG TR
ROB0
PuLPROG
)
SOLVENT e
5
52,400 usec
4% usec
0.0 K
2.50000000 sec
- CHUNEL
#
al
o
I ¥2 - Processing pacareters
s1 "
o 20 1300085 we
e~
o
| 000 W
0o
100
AR R R s L U — v
- o H 2 . . ‘ 2 ‘
“*C-NMR of 2l
Cureent Data Paraseters
NAvE Ci3oc OW
EXPNO 138
SR0CND 1
2 - Acquisition Paroseters
o 20081117
18.0
©px 200
N EOYTSANNMASOENT® =0 ema -4 Smaw
- oo on 9 S DO W0 O - NoOo@® ,
- b RENEBERVNHSSRBERRS SRA bt
& N OROTOMmeOONSOONG o~ @
S 2B R R fupe R g fo g B S o .
T2 v
| | | ‘\ oot

usec
usec

sec
set

| et
e usec
a1 @
501 Wiz

! 74 00 usec

i1 120 00 08
L X7) 17.00 8
S0 400 1308230 Wiz

F2 - Processing paraseters

] 85536
& 100 6127113 Wiz
WO N
58 L]
8 0.30 Mz
] 0
o 1.00

10 %6 piot parameters

oon
e
opn/cm

srucH
HIeH
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'H-NMR of 2m g ¢

Current Data Parameters

=N ODANOMDVOTOD™N O DO DY = prce? e
fhcoARmeBeRInB8RSRES Xy “
e BRI sNcosERaRs2 FROCi A
g NBPISISPIISRAREMAASR
l@f NA N RN NSNS NSNS D F2 - Acquisition Paranétérs
. ‘W = _)»/% Date_ 20081127
=== == Time 14.20
1 INSTRUM px400
PROBHD 5 m GNP 1H
PULPROG
0
SOLVENT
NS
05 o
S 8012 820 Hz
FIDRES 0.244532 bz
A0 2.0447731 sec
A6 181
oW 400 usec
0E 4,30 user
4
4051300099 HHz
EM
o
‘ 8 300 H
i J
| /
AR | o8
IAY
L i ¥ i
bl =
g g

BC-NMR of 2m

Current Cata Paraneters

NE C13de .0V
£XPNO 144
SAOCND 1
2 - Acquisition Parameters
Jate_ 20081127
Time 14.23
INSTRUM dpx400
CUENooIVoURMeI~NOWO (o= = = 2R0BHD 5 mm GNP 1H
FEEEREREBECRRIRART SER & 206705 296c30
SUOCTWITIMNE SRS Y mAQ © N < ialoze
SHOE a0 o0 Tisin QAL agin oy SFFVES - SOLVENT: 2
| ] ] NS 162
\ K\\\|\ \ = /://JJ 85 0
) SWH 50251258 Hz
=I0RES 0.383387 Hz
ol 1.3042164 sec
6 9195.2
M 3.950 usec
5 4.50 usec
TE 300.0 K
2 3.00000000 sec
att 0.03000000 sec
oLt
5701
........... CHANNEL 3°=
PDARG2 waltzi6
we2
2cPd2 usec
- a2 ¢
oL ¢ B
sFe2 Wz
s
g Mz
ROX 2]
558 9.
8 0730 Ht
8 9.
>t FAOQVE
10 NRR' Pt pangna ters i %
X 19.50
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'H-NMR of 2n

Integral

7.01706

1.0085

11991 _—
2.2081//
1.1045/)

1.0302

1)
oo (m(o
BN =|H
o8| (@
9| S| =S
SIS B EY

10000

T

opm

8

~

BC-NMR of 2n

ppm
164.593

156405

pom

148.684

2

129.9:

128.845
128.235

122.823

rerrT

78.173
78.015

77.380

W

160 140

Cl

Current Data Parameters

NAME H1LGNP12
EXPNO kL
PROCND 4

F2 - Acquisition Parameters

Oate_ 20080827

Tine 10.53

INSTRUM x400

PROBHD 5 nm ONP 1M

PULPROG 2930

0 32768

SOLVENT coc13

NS 16

08 0

ShH B012.820 Hz

FICAES 0.244532 Hz

s 2.0447731 sec

RG 128

oW 62.400 usec

0 4.50 usec

1€ 300.0 K

01 2.50000000 sec
==== CHANNEL f1

NCL H

P1 10.00 usec

PLL -6.00 dB

5501 4001328009 Mz

F2 - Processing parameters

SF 4001300094 Miz
WOW 2

SSB 0

L8 0.00 Hz

68 °

PC 1.00

1D NMR plot parameters

ox 20.00 cm
Fip 9.136 ppn
F1 3655.61 Hz
Fop 0.000 ppm
F2 -0.00 Wz
PPMCH 0.45680 ppa/cm
HzeM 182.78043 Hz/cn

Current Data Parameters

NANE Ci30c.GNP

EXPNO 124

PROCND 1

F2 - Acquisition Parameters

Date_ 20080827

Time 13.47

INSTRUM 9px400

FROBHD 5 mm GNP 4H

PULPROG 290c30

™ 131072

SOLVENT coc13

NS 69

05 0

SHi §0251.258 Hz

FIDRES 0.383367 Hz

A0 1.3042164 sec

RG 7238.2

o 9.950 usec

0E 4.50 usec

TE 300.0 K

i 3.00000000 sec

it 0.03000000 sec
CHANNEL £

nuCt 13C

P

PLY

SFO1

CPOPRE2

nuc2

Pee2 71.00 usec

P2 120.00 ¢8

pLI2 17.00 6B

SFo2 400.1308230 Mz

Fa -

Processing paraseters
65536

100.6127118 M2z

SF

WOW

ss8 0

L8 0.30 Hz
) 0

PC 1.00

10 NMR plot parameters

ox 9.50 ca
F1P 175.000 pom
3 17607.23 Hz
Fop 0.000 ppm
F2 0.00 Hz
PRMCM B.97435 ppn/cn
HZCM 902.93463 Hz/em
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'H-NMR of 20 i

N [0}
L
N
Current Data Farameters
QuMNmeoMNMUVISMoMuNCc O Mo -+ [=] o L
AUrTocg By ade g 8 £XPN0 15
B NES8Y e CEa2b8n & @ PROCND 1
200 ML in NN Oe) oy o (U Al (e e e . 9
NN N N N a < F2 - Acquisition Paraneters
\\‘\\i W%/ Cate_. 20080825
\\ Time 15.17
INSTAUM dpx400
PROBHD 5 nm ONP 1M
PULPACS 2930
it 32768
SOLVENT coc13
NS ®16
os 0
SWH 8012.820 Kz
FIORES 0.244532 Wz
" 2.0447731 sec
6 128
oW 52,400 usec
o 4.50 usec
T 300.0 ¢
0t 2.50000000 sec
CHANKEL. 1
NJCY 1M
: p1 10.00 usec
PLL -6.00 0B
5701 4001326009 Mz
F2 - Processing paraneters
st 16384
\ & 400.1300034 WHz
on e
558 0
1:}] 0.00 Hz
& 0
pC 1.00
)\ 1 10 NMR plot parameters
C 20.00 cn
9.150 ppn
386118 1z
)\ \ 0.000 ppn
\ .00 Hz
7 = 8 ) 0.45750 ppm/ca
£ |3 |8 3 183.05045 Hz/cn
= < - ™
—r—r - i ; - - B S
ppm 8 6 8 4 3 2 1
“C-NMR of 20
Current Data Parameters
NANE C130c.QNP
EXPNO 132
PROCNO 1
F2 - Acquisition Parameters
Oate_ 20080323
Tine 15.40
INSTAUM dpx400
AN AN I T IN==0SEY OGS Mo em oo PROBHD § nn GNP 1H
B CEE3aECRAEBCHRITIHAER §3SRA VR PULPROG 29030
S CECToNWITNAUAS - OCEEE S SN o@N~ o o o 131072
SHnIINgaoonol ANy anNg B il o SOLVENT caci3
\ 1 ) ] NS 10t
IW’K/%/ V \/ 0s 0
1 ! St 50251.256 He
FIORES 0.383387 Hz
A 1,3042:64 se®
a5 5195.2
oW 9.950 usec
& 4.50 usec
¥ 300.0 K
o1 3.00000000 sec
a1t 0.03000000 sec

CHANNEL 4
13¢

5.80 usec
-6.00 08
SFO1 100 6328515 Mnz
sesms=m=eces CHANNEL f2 mess=s=s=====
CPDPRG2 waltz16
Nuc2 tH
pCPO2 71.00 usec
PL2 120.00 d8
PL12 17.00 o8
sF02 400.1308230 Mz

F2 - Processing paraneters
ST 65536

SF 100.6127081 M1z
HOW M

ss8 0

LB 0.30 Hz
68 0

PC 1.00

1D NMA plot parameters

X 19.50 cn
F1p 179.000 ppn
Fi 18009.68 Hz
Fep -0.000 ppm
F2 -0.00 Hz
AENCH S.17349 ppn/cn

HzZeM 923.57318 Hz/cm
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'H-NMR of 2p

ppm
2.41455

2 A mkommm A
s 3 A o el D P 1= 9
& S 2|5|mIS|8lN|S|3 4
g 3 I e S S
E | =l el a|aifa]e ™,
T T T T T Ea T T T ™
pom 8 7 6 5 4 3 2
SO M S NOUNPONNDNUT @S =MD ~ -
FEITESaRESIBISKRIFISSERTE 2HER S8
e RENTOARRACRaBRAERECAFE6RT SREB & &
S NEOTCINEMNCTOOOSNANNOY MG o o
CERYSITNONSRARRRAIIITNS SRR & &

SR P

.-

Current Data Parameters

NANE HLGONPL3

EXPND 8

PROCND 1

F2 - Acquisition Parameters

Date_ 20080910

Tine 14.32

INSTRUM dpx400

PROBHD 5 rm ONP 14

PULPROS 2030

o 32768

SOLVENT 0013

NS ® 16

05 0

SHH 8012.820 Hz

FIORES 0.244532 Kz

a0 2.0447731 sec

A6 128

o4 62.400 usec

0E 4.50 usec

TE 300.0 K

01 2.50000000 sec
CHANNEL 1

NuC1 1

P 10.00 usec

PLY -6.00 98

SFO1 4001326009 Mriz

F2 - Processing parameters
s

SF 400.1300104 MHz

WOK EM

$s8 0

[1:3 0.00 Hz

63 Q

PC 1.00

10 NMR plot parameters

X 20.00 cm
9.427 ppn

Fi 3772.07 Hz

F2p ©.000 ppn

F2 0.00 Hz

PPMCM 0.47136 ppn/cn

HZCM 188 60362 Hz/cm

Current Data Parameters

NAME C13dc GNP
EXPNO 128
PROCND 1

F2 - Acguisition Paraneters

Date_ 20080310

Time 14.36

INSTRUM Gpx400

PROBHO 5 e GNP 1H

PULPROG 2gdc30

10 131072

SOLVENT ©oc13

NS 7

s 0

S 50264 258 Hz

FIORES 0.383387 Hz

A8 1.3042154 sec

RG 72¢98.2

oW 9,850 usec

0E 4.50 usec

L3 300.0 X

04 3.00000000 sec

LEEY 0.03000000 sec
CHANNEL 4

Nuct 13C

P1 5.80 usec

PLY 6.00 dB

5701 1006328515 MHz
CHANNEL 12

CPOPRG2 waltzi6

Nuce H

PCPD2 71.00 usec

pL2 120.00 a8

PLI2 17.00 d8

SFO2 400.1308230 Miz

F2 - Processing parameters

El B8836

SF 1006127104 Mz

Won [

558 0

LB 0.30 Hz

68 0

PC 1.00

1D NM9 plot parameters

=3 19.50 cm

F1p 183.000 ppm

Fi 18412.12 Hz

Fep ~0.000 ppm

F2 -0.00 Hz

PRMCH 9.38461 ppn/ca

HZCM 944.21161 Hz/en
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'H-NMR of 2q

©

pon
8.11344
8.07791
7.7687
7.74378
54083

/
§§

2.15378
7.08228

(o] (ofaf@lc|o) Q) S
. (g (RN
e o8 (2EEEEyEs
3 < Lo L] ol hod Rad o A B
i
, S - : ‘
ppm :] 7 6 B 4 3
N o e o e | e
390858520852 ARBND YRE08
_ZBRYRzRRESS28858535888 35838
ENUSN oI NNN O N EEINMANDLE ODNNN
ghSonn ST onnRnNERdENG oy REERR
\x \$§$k§$§’/é¢£g%%g¢;;4 g§¢;/
\
i i o ‘ R s L :
ppm 160 140 120 100 80 60 40 20

F
Current Data Parameters
NAME HE.GNPL3
EXPNO 3
PROCNG 1
F2 - Acquisition Parancters
Date_ 20080905
Time 13.54
INSTRUM Gpx400
PROBKD 5 mn ONP 1
PULPROG 2930
o 32768
SOLVENT cocls
NS 16
0s [
SHH 8012.820 Hz
FIDRES 0.244532 ¥z
A 2.0447731 sec
a6 B4
D 62.400 usec
OE 4.50 usec
TE 300.0 K
1 2.50000000 sec
------ CHANNEL 11 ====
wct ™
EY.. 10.00 usec
L -6.00 08
sFot 400.1326009 Mz
F2 - Processing paraneters
s 16384
SF 400.1300094 Mz
WOK EM
S35 (]
] 0.00 kz
) 0
PC 1.00
1D NMR plot parameters
ox 20.00 cm
FP 9.142 ppn
F1 36%8.07 Hz
FoP 0.000 ppm
F2 0.00 Hz
PPNCH 0.45711 pow/cn
HICM 182.90338 Hz/cm
Current Data Parameters
NANE C13dc. GNP
£XPND 126
PROCNO 1
F2 - Acquisition Paraneters
Date_ 20080906
Time 11.08
INSTAUM dpx400
PROBHD 5 mn ON° 1H
PULPROG 290c30
131072
SOLVENT coci3
NS 76
0s 0
SWH 50251 .258 Hz
FIDRES 0.383387 Hz
AQ 1.3042164 see
A6 7288.2
oW 9.950 usec
DE 4.50 usec
TE 300.0 K
D 3.00000000 sec
aiy ©.03000000 sec

NuCt
P 5.80 usec
PLY -6.00 d8
sFoy 1006328515 MHz
= CHANNEL f2
walt216
1H
71.00 usec
120.00 dB
17.00 08
sFo2 400.1308230 MHz
F2 - Processing parameters
st 6553
SF 100.6127134 MHz
oM M
58 [}
L8 0.30 Kz
68 0
PC 1.00

10 N¥A plot parameters
X

[» 19.50 cm
FIP 176.000 pgm
i 17909.06 Kz
fep 0.000 ppm
F2 0.00 Hz
PRMCH 9.12820 ppn/cm
HZCM 918.41345 Hz/cem

1 T 7 I —
130

S23
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'H-NMR of 2r

T
GegsggI@eegsnanes
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ESASTMvoOM—SO0OC®m©OWL®
SHORNCOBBOnSSRTLRSR
TR TSI IS TS
N |
‘
= (o ‘o 5
ol =4 &l -
g ]
g8 = %
& - i ;
ppm ¥ 4 6 - 4
e R e =
$85389883mSYe RSy R
EVTARNCONAUC-ONIMO - SD O R
e i
8BRS gR IR Y EEEN
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ppm 160

140

120

100

Current Data Paraneters

NAME HLGNPL3

EXPNO 2

PAOCND 1

F2 - Acquisition Paraneters

Date. 20080908

Tine 11.07

INSTRUM X400

FAOBHD 5 mm ONP 14

FULPROG 230

© 32768

SOLVENT coc13

NS *i5

s 0

ShH 8012.620 Hz

FIDRES 0.244532 Hz

A0 2.0447731 sec

6 143.7

o 62.400 usec

DE 4.50 usec

e 300.0 K

ot 2.50000000 sec
CHANNEL f1

NUC

Pt 10.00 usec

AL -5.00 <8

SFO1 400.1328009 MHz

F2 - Processing parameters

sl 16384

sF 400.1300034 M2

WO BN

58 0

i) 0.00 Hz

8 0

PC 1.00

1D NMR plat parameters

o 20.00 cm

Fip 8.859 opn

F1 3543.72 W

Fop -0.000 ppr

F2 -0.00 Hz

PPUCH 0.44345 pon/cm

HICM 177.43536 Hz/cm

Curcent Dat
NAME

EXPND
PROCNO

F2 - Acquis.
Date_

Time
INSTRUM
PROBHD
PULPROG

3 Parameters
Ct30c. GNP
125

ition Paremeters
20080905
11.10
px400
Som G 4K
2dc30
131072
cor13
304

o
50251.258 Hz
0.383387 Kz
1.3042164 st
7268.2
9.350 usec
4.50 usec
300.0 K
3.00000000 sec
0.03000000 sec

CHANNEL {1 ==sa-w.
13

waltzi6
1H
71.00 usec
120.00 08
17.00 a8
400, 1308230 MHz

FZ - Processing pef‘u»eters

S-
WOW
558
L8
8
PC

10 NMA plot
>3
FIP

Fap
2
PPMCM
HZCM

100 b!E7OEﬁ MHz

o
0.30 Hz
)

1.00

paraneters
18.50 cm
170.000 ppm
1710416 1z
0.000 ppm
0.00 Hz
8.71785 ppa/cn
877.13641 Hz/cm
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'H-NMR of 2s

3

O NMNOMWN YR M = oD N
ES RN BB eRioaRN3S8es
S8R BeR0Re 88728
eESHRBEETELSRINETNEEIER
SGEIGERERRODESES S MG
w:ﬂmr\l\r\\l\r\r\r\y\l\r\l\\;‘ll\/ﬁ)
==
JLJ ;
o N
= [e] 2 (n]oloD
Gl gl |2 ~|o|o|@al =S
g gl 18 [532|8l3|
g 1B 1B BEzEEE
1 - - |||
I e ey o ; - e
pom 8 6 L] 4 | 2 1
N IO OMN DN DNOTANO DI BT Q Ny =
TR ORS8N EDR9Y8RIESR 22338
g Bl SR TEr e v, s one @ mEarm
gvmcmwmmmm—«cv\wmmmvmc\.c* @@~
IRBTARANRIoRANEEQLITRT BRRER
NSNS\ — a4
) (
" g T T . e : e
opm 160 140 120 100 80 60 0 20

CF3

Current

EXPNO
PROCND

Data Farameters
H1.0NPL3

18

1

F2 - Acquisition Parameters
2t 20080929

[

ine 20.00

INSTRUM dpx400

PROBHD Snm 0N IH

PULPROG 2630

i 32768

SOLVENT coe13

n ®15

05 0

SKH B012.820 Hz

FIDRES 0.244532 Hz

A0 2.0447731 sec

G 90.5

o0 62.400 usec

e 4.50 usec

1® 300.0 K

D1 2.50000000 sec

sss=s=ssa=s= CHANNEL 1

NCt 1

Py 10.00 usec

At -6.00 08

501 4001328009 MHz

F2 - Processing parameters

s1 16384

& 400.1300099 MHz

WK EM

S8 0

18 0.00 hz

68 o

4 1.00

10 NMR plot parameters

o 20.00 cn

9.300 ppn
3721.21 Wz
~0.000 ppn
=0.00 Kz

0.46500 ppn/cm
186.06047 Hz/cm

Current Oats Parameters

3 Ci30c. GNP
EXPNO 133
PROCNO 1
F2 - Acquisition Parameters
Date_ 20080928
Tine 20.05
INSTRUM dpx400
PROBHD 5 nn GNP MH
PULFROG 700c30
m 131072
SOLVENT coc13
NS 72
0s 0
SHH 50251.258 Hz
FIDAES 0.383387 Hz
AQ 1.3042164 set
RE 9485.2
o 8.950 usec
CE 4.50 usec
(3 300.0 K
04 3.00000000 sec
a1 0.03000000 sec

CHANNEL 1
Mt 13c
P 5.80 usec
PLL -6.00 B
SFOL 100.6328515 MHz
CHANNEL f2
ceoPaG2 waltzi6
Nuc2 H
PLPD2 71.00 usec
A2 120.00 dB
fLI2 17.00 4B
SFO2 400.1308230 MHz

PC

1D NMR plot
€

FiP
Fi
F2p
F2
PPMCM
HZCM

100.6427081 MHz
EM

0
0,30 Hz
0
1.00
parameters
0 cm

175.000 ppm
17607 .23 Kz

902.93463 Hz/cm
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'H-NMR of 2t

1461
313
8.03345

ppm
8.6
60!

= o
z S

& S

g 3
T
pom

7.79332
7.73006

7.60821

7.56218
7.46803
7. 46546

BC-NMR of 2t

ppm
———165.546

———163.902

7.38419
7.30126
7.28094
7.25980

6.89831

4.11891
4.10159

4.0841
4.06655

1.45654
1.43906
1.40569
1.38707

1.42146

) Ul b {
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L EEIRIE Rk & 2
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DrOnnOOno SN cao -
FRESTQELELBY eq8 3
I8ES8EIERLE s28 2
Yvanod s Taas o~ <
BRIOnREII88I NN

OEt

Current Data Parameters

H1.0NP13

EXPNO 16

PROCND 1

F2 - Acquisition Paraxeters

Date_ 20080929

Tine 18.47

INSTRUM dpx400

PROBHD 5 om GNP 1M

PULPROS 2930

(Y 32768

SOLVENT coc13

NS ® 16

s 0

S 6012.820 Hz

FIDRES 0.244532 bz

AQ 2.0447731 sec

A6 128

oW 52.400 usec

0F 4.50 usec

TE 300.0 K

D1 2.50000000 sec
=== CHANNEL ff ====

NuCt M

Pt 10.00 usec

PL -6.00 d8

sF01 400.1328009 Mz

F2 - Processing paraneters

s1
SF
HOW
ssB
LB
68
PC

16384
4001300084 MHz
EM
0
0.00 Hz

0
1.00

10 NMA plot parameters
ox

20.00 cn
9.200 ppm
3681.20 H2
~=0.000 ppm
-0.00 Hz

0.46000 ppm/cm
184.05980 Hz/cm

Current Data Parameters

NAME C13¢c.ONP
EXPNO 131
PROCNO 1
F2 - Acquisition Parameters
Date_ 20080829
Time 18.48
INSTRUY apx400
PROBHD S mm ONP 1H
PULPROE 29dc30
0 131072
SOLVENT cDe13
NS 96
0s 9
B 50251258 Hz
FIDRES 0.383387 Hz
AS 1.3042164 se®
A5 7298.2
oW 9.950 vsec
OE 4.50 usec
TE 300.0 K
0 3.00000000 sec
a1 0.03000000 sec
CHANNEL f1
NuUCt 13C
P1 5.80 usec
PLY -6.00 08
SOt 100.6326515 Mz
CHANNEL f2
CPDPRG2 waltzi6
Nuc2 1H
PCPD2 71.00 usec
PL2 120.00 a6
PLiZ 17.00 o8
SFo2 4001308230 MHz

St
SF
WOW
558
L8
68
PC

10 MR plot parameters
cx

F2 - Pracessing paraneters

5536
1006127042 MHz
EN

0
0.30 Hz
0

1.00

9.50 cn
178.000 ppm
17908.08 Hz

0.000 ppm

©.00 Hz

9.12620 ppe/cm

918.41327 Hz/cm
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'H-NMR of 2u i

A (e)
P
N
Cuerent Data Paraseters
NAME Hi0e13
OUEOMONTTEEOC AN SN M=o EXPNO 3
REc IRy PnaREYB863S Do
o8- RIRR83 55882885 ER-E PROCND f
ERgr a0 puoarno2310 R
2 8cE5cRERFSIITNERETE Iem
@O NN NN N NN NN NN NN SN - F2 - Acquisition Parameters
L | ) Date_ 20081118
! = Tive 18.14
INSTAUM dpx400
PROBHD 5 e ONE 1H
PULPROG 2930
32768
coc13
16
0
8012.820 Hz
0.244532 Hz
Y] 2.0647731 sec
RG 40 3
% 62.400 usec
0E 4.50 usec
T 300.0 K
D1 2.50000000 sec
mees CHANNEL f] ====:
10.00 usec
5.00 6B
400.1328009 Mz
F2 - Processing paraneters
s 16384
5 400.1300098 MHz
WK Ex
558 0
L8 0.00 Hz
8 0
PC 1.00
J'L_, _J‘ JL — 1D NMR plot parameters
cx 0.00 ¢n
F1P 9.200 ppm
F1 3681.20 Hz
! J 1L F2p -0.000 ppm
/ F2 -0.00 Hz
K 2 B2 ISl © PRMCH 0.45000 pom/em
g = i3l (B38| = HZCH 184.05980 Hz/cn
z = 3l3| |2|8|8]8
s - eulail laifailaif—= @
e e AaatEER o sy ' - :
ppm 8 7 G 5 4 3 2 1
BC-NMR of 2u
Current Data Parameters
NAME C130c GNP
EXPNO 141
PROCNG 1
F2 - Acquisition Paraneters
Date_ 20081118
Tine 18.214
INSTAUM Gpx400
2y8 588 gsos s
532 NeR B8535 PULPROG 20dc30
o o b e - ™ 131072
v o RO Rl B e Mmoo SOLVENT coc3
Jd.] NS 60
s 0
rr/ W \l ShH 50251.238 Hz
FIDRES 0383387 Hz
40 1.3042164 sec
G 2195.2
oW 9.950 usec
DE 4.50 usec
TE 300.0 K
D1 3.00000000 sec
it 0.03000000 sec

S 1T I R na—
13C

5.80 usec
-6.00 d8

SFO1 100 5328515 Wiz

s mmes CHANNEL 2 “s<svssnmssecs

CPOPAGE ¥al1tz16

nc2 1

2cep2 71.00 usec

aL2 120.00 o8

PLI2 17.00 6B

SFO2 400.1308230 MKz

F2 - Processing parameters
S1 65536

SF 1006127249 MHz
ADW EM
558 0
LB 0.30 ¥z
c8 0
S 1.00

10 NMR plot parameters
X

19.50 cm
Fip 180.000 ppm
Fi 1810.28 Hz
FaP 0.000 ppm
F2 0.00 Hz
B T ¥ ™ T T T T T T T T T T PPMCH 9.23077 ppm/cn
ppm 160 140 120 100 80 60 40 20 Hzen 928 73291 Hz/em
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BC-NMR of 2v

162 65
160.656

36.903
134.10

__—150.200
e s
8

ppm
134.024

133.924
131.630
130.450
127.510

g

\
\

A/

ul

29

0. 08777

124.432
04

123.737
122.9
112.854
112.60

78.378

Current Data Paraneters

NAKE H1 ONP13
EXPND a3
PROCND 1
F2 - Atouisition Parancters
oate_ 20081125
Time 17 32
INSTRUM Opx400
PROBHD S mm GNP 1H
PULPROG 2930
it} 32768
SOLVENT €003
NS ® 16

0
SHH 8012820 Hz
F10RES 0244532 Hz
40 2.0447731 sec
/6 181
o 62.400 usec
o€ 450 u
- - e300 K-

Do 0
2c8
&

1D NMR piot paramete
o 20.90 cn

Current Data Parameters

NAKE C13dc.aNe
KNG 143
IRGEND 1

- Acquisition Parameters

Jate_ 20081125
Time 17.34
INSTRUM dox400
SROBHD 5 mm ONP 1
3ULPROB 2gdc30
0 131072
SOLVENT coc13
€9
0
50251.258 Hz
0383387 Hz
1.3042164 set
9195 2
4,50 usec
300.0 K

3.00000000 sec
0.03000000 sec

.80 usec
-6.00 0B
1006328515 MHz

CHANNEL 12 =
waltz1§
1H
71.00 usec
20.00 of
2 17.00 ¢B
SFOR 400.130B230 MHz

WDW
$5B
B
58
aC

23

10 NMA plot parameters
19

- Prozessing

1006127073 Mkz
=
0

0.30 Kz

0
160

50 cn

178.000 pgm
1790906 Mz
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BC-NMR of 2w
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Current Data Parameters

HILONFL3
EXPNO &5
PROCNG 1
F2 - Acquisition Parameters
Date_ 20081129
Time 16.13
INSTRUM dpx400
PROBHD 5 mn ONP 1H
PULPROG 2030
™ 32768
SOLVENT cpoi3
NS 16
0s 0
SwH 8012.820 Hz
FIDRES 0.244532 Hz
a0 2.0447731 sec
RG 20.5
oK 52,400 usec
4.50 usec
e 300 4—+——

D1 2.50000000 sec

CHANNEL 1

F1
Fop
2
PPUCH

Current Data Parameters
C13de. GNP
146

1

F2 - Acquisition Parameters

opm/ci
HZCM 191 63396 “z/cm

Date_ 20081129
Tine 16.32
INSTRUM opx400
PROBHD 5 ma ONP. 1H
PULPROG 290c30
i) 131072
SOLVENT coci3
NS 196
s 0
SHH 50251258 Hz
FIDRES 0.383387 Hz
e} 1.3042164 s
%6 9195.2
R 9.950 usec
% 2,50 usec
TE 300.0 K
01 3 00000000 sec
ot 0.03000000 sec
13C
5.80 usec
-6.00 dB
SFO: £00. 5I2BSHE MHZ

CHANNEL f2 ==
¥3itz16
1+

71.00 usec
12000 dB
17.00 d8

00. 1308230 MHz

Prccessirg, panameters
35936
.6127073 MHz

dETpE iR

19.50 cn
185 000 pan
e
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