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APPENDIX 1

DOCKING OUTPUT FILES



4-OH Panduratin A Docking Output file (extracted from *.dlg file)

Number of distinct conformational clusters found = 6, out of 100 runs,
Using an rmsd-tolerance of 0.5 A
CLUSTERING HISTOGRAM
| | | | |
Clus | Lowest | Run | Mean | Num | Histogram
-ter | Docked | | Docked I in |
Rank | Energy | | Energy | Clus] 5 10 15 20 25 30 35
| | | | |l 1 == ] = | :
1] -10.23 | 9 1 -10.16 | O | #HHHHH I
2] -10.13 | 93 | -10.02 | 30 |#H##HHiHHIHIH
3] -10.02 | 63 | -9.93 | O | HH#HH I
4 ] -9.99 | 21| -9.91 | 7 |HrH
5] -9.88 |1 96 | -9.84 | 8 |
6 | -9.54 | 18 | -9.48 | 37 |¢ HitHHY
| | | | |
MODEL 9
USER Run = 9
USER Cluster Rank = 1
USER Number of conformations in this cluster = 9
USER
USER RMSD from reference structure = 2.977 A
USER
USER Estimated Free Energy of Binding = -7.38 kcal/mol  [=(1)+(3)]
USER Estimated Inhibition Constant, Ki = +3.86e-06 [Temperature = 298.15 K]
USER
USER Final Docked Energy = -10.23 kcal/mol [=(1)+(2)]
USER
USER (1) Final Intermolecular Energy = -8.94 kcal/mol
USER (2) Final Internal Energy of Ligand = -1.29 kcal/mol
USER (3) Torsional Free Energy = +1.56 kcal/mol
USER
USER
USER DPF = 10-4-oh-panduratin-ns2b3-b4-1-606060box-r.dpf
USER NEWDPF move 10-4-oh-panduratin.pdbqg
USER NEWDPF about 21.343000 70.076698 35.802601
USER NEWDPF tranO 22.738017 69.630442 37.963966
USER NEWDPF quatO 0.155462 0.220579 -0.962900 -156.276329
USER NEWDPF ndihe 8
USER NEWDPF diheO -61.70 98.59 15.25 24.50 -32.20 -14.34 151.47 -25.14
USER
USER X y z vdw Elec q RMS
ATOM 1 C1 <1>d 22.625 66.413 34.750 -0.68 +0.01 +0.043 2.977
ATOM 2 C13 <1>d 21.767 69.250 37.301 -0.36 -0.00 +0.078 2.977
ATOM 3 Ci4 <1>d 20.532 69.874 36.583 -0.24 +0.00 +0.034 2.977
ATOM 4 C20 <1>d 22.694 68.557 36.251 -0.52 +0.00 +0.029 2.977
ATOM 5 C21 <1>d 21.896 67.556 35.424 -0.64 -0.01 -0.082 2.977
ATOM 6 C22 <1>d 20.566 67.683 35.237 -0.38 +0.00 -0.023 2.977
ATOM 7 C23 <1>d 19.716 68.758 35.875 -0.38 +0.00 +0.037 2.977
ATOM 8 Ci11 <1>d 22.539 70.236 38.164 -0.27 -0.01 +0.170 2.977
ATOM 9 012 <1>d 22.926 71.311 37.703 +0.16 +0.00 -0.292 2.977
ATOM 10 A6 <1>d 23.007 69.846 39.505 -0.27 -0.01 +0.076 2.977
ATOM 11 A5 <1>d 24.145 69.138 39.664 -0.39 -0.03 +0.085 2.977
ATOM 12 A7 <1>d 22.216 70.232 40.692 -0.23 -0.01 +0.085 2.977
ATOM 13 A4 <1> d 24.598 68.767 41.015 -0.09 -0.03 +0.074 2.977
ATOM 14 A8 <1> d 23.882 69.125 42.097 -0.35 -0.03 +0.071 2.977
ATOM 15 A3 <1> d 22.639 69.889 41.924 -0.28 -0.01 +0.074 2.977
ATOM 16 02 <1> d 24.279 68.796 43.351 -0.11 +0.17 -0.361 2.977
ATOM 17 H32 <1> d 24.365 67.899 43.622 -0.18 -0.23 +0.217 2.977
ATOM 18 010 <1> d 21.066 70.936 40.531 +0.13 +0.02 -0.360 2.977
ATOM 19 H31 <1> d 21.071 71.868 40.398 +0.11 -0.01 +0.217 2.977
ATOM 20 09 <1> d 24.871 68.750 38.586 -0.44 +0.05 -0.360 2.977
ATOM 21 H30 <1> d 25.534 68.086 38.653 -0.21 -0.05 +0.217 2.977
ATOM 22 C19 <1> d 23.428 69.558 35.300 -0.34 +0.01 +0.037 2.977
ATOM 23 C18 <1>d 24.925 69.566 35.521 -0.67 -0.01 -0.024 2.977
ATOM 24 C16 <1>d 25.669 70.687 35.618 -0.60 -0.01 -0.091 2.977
ATOM 25 Ci15 <1>d 25.091 72.081 35.500 -0.41 +0.00 +0.042 2.977
ATOM 26 C17 <1>d 27.154 70.572 35.890 -0.62 +0.00 +0.042 2.977
ATOM 27 A27 <1>d 19.634 70.657 37.532 -0.11 -0.00 -0.053 2.977
ATOM 28 A26 <1> d 19.581 72.003 37.460 -0.04 +0.00 +0.007 2.977
ATOM 29 A28 <1>d 18.821 69.965 38.555 -0.19 -0.00 +0.007 2.977
ATOM 30 A24 <1>d 18.736 72.769 38.387 -0.02 +0.00 +0.001 2.977
ATOM 31 A25 <1>d 18.007 72.132 39.320 -0.03 +0.00 +0.000 2.977
ATOM 32 A29 <1> d 18.052 70.667 39.407 -0.11 -0.00 +0.001 2.977
TER

ENDMDL



Panduratin A Docking Output file (extracted from *.dlg file)

Number of distinct conformational clusters found = 9, out of 100 runs,
Using an rmsd-tolerance of 0.5 A

CLUSTERING HISTOGRAM

| | | |
Clus | Lowest | Run | Mean |
-ter | Docked | | Docked |
Rank | Energy | | Energy |
| | | |
1] -10.20 | 32 | -10.16 |
21 -10.11 | 14 | -10.04 |
3] -10.03 | 46 | -9.95 | #
4] -10.01 1 91 -9.96 | 7 |uuHHiH
51 -9.94 | 80 | -9.85 | 4 |
6 | -9.90 | 82 ] -9.86 | 2 |##
71 -9.87 | 13 ] -9.86 | 2 |##
8 | -9.77 | 73] -9.77 | 1 |#
9 ] -9.59 1 96 | —9.52 | 20 |HHHHHHHHHHHHHHHHIHHH
| | | | |
MODEL 14
USER Run = 14
USER Cluster Rank = 2
USER Number of conformations in this cluster = 34
USER
USER RMSD from reference structure = 3.674 A
USER

USER Estimated Free Energy of Binding -7.70 kcal/mol [=(1)+(3)]

USER Estimated Inhibition Constant, Ki +2.28e-06 [Temperature = 298.15 K]
USER

USER Final Docked Energy = -10.11 kcal/mol [=(1)+(2)]

USER

-9.56 kcal/mol
.55 kcal/mol
+1.87 kcal/mol

USER (1) Final Intermolecular Energy
USER (2) Final Internal Energy of Ligand
USER (3) Torsional Free Energy

o
1
o

USER

USER

USER DPF = 10-panduratin-a-ns2b3-b4-1-606060box-r.dpf

USER NEWDPF move 10-panduratin-a.pdbq

USER NEWDPF about 21.245399 70.046204 35.711201

USER NEWDPF tranO 24.146369 70.570682 38.992737

USER NEWDPF quatO 0.188694 0.368220 -0.910389 176.863752

USER NEWDPF ndihe 8

USER NEWDPF diheO 63.19 -88.38 65.15 -31.17 -0.94 -10.82 122.24 -51.81

USER

USER X y z vdW  Elec q RMS
ATOM 1 C <1> d 26.036 68.609 35.407 -0.68 +0.01 +0.043 3.674
ATOM 2 C2 <1> d 23.513 69.966 38.073 -0.38 -0.00 +0.078 3.674
ATOM 3 C3 <1> d 22.281 70.214 37.150 -0.26 +0.00 +0.034 3.674
ATOM 4 C4 <1> d 24.827 70.049 37.227 -0.49 +0.00 +0.029 3.674
ATOM 5 C5 <1> d 24.750 69.101 36.037 -0.63 -0.02 -0.082 3.674
ATOM 6 C6 <1> d 23.572 68.723 35.500 -0.55 -0.01 -0.023 3.674
ATOM 7 C7 <1> d 22.220 69.118 36.049 -0.44 +0.00 +0.037 3.674
ATOM 8 C8 <1> d 23.570 70.881 39.287 -0.29 -0.02 +0.170 3.674
ATOM 9 09 <1>d 23.912 72.060 39.170 +0.13 +0.03 -0.292 3.674
ATOM 10 A10 <1>d 23.449 70.320 40.644 -0.31 -0.02 +0.076 3.674
ATOM 11 A1l <1> d 24.317 69.295 41.070 -0.32 -0.03 +0.085 3.674
ATOM 12 A12 <1> d 22.463 70.805 41.528 -0.22 -0.01 +0.085 3.674
ATOM 13 A13 <1>d 24.208 68.776 42.372 -0.23 -0.03 +0.074 3.674
ATOM 14 Al4 <1>d 23.236 69.265 43.261 -0.34 -0.02 +0.073 3.674
ATOM 15 A15 <1>d 22.363 70.280 42.829 -0.24 -0.01 +0.074 3.674
ATOM 16 016 <1>d 23.188 68.716 44.507 -0.05 +0.17 -0.356 3.674
ATOM 17 cC17 <1>d 22.126 68.000 45.058 -0.41 -0.11 +0.210 3.674
ATOM 18 018 <1>d 21.616 71.786 41.131 +0.18 +0.02 -0.360 3.674
ATOM 19 H19 <1>d 20.781 71.592 40.743 +0.11 -0.01 +0.217 3.674
ATOM 20 020 <1>d 25.246 68.794 40.216 -0.12 +0.16 -0.360 3.674
ATOM 21 H21 <1>d 25.210 67.904 39.914 -0.24 -0.21 +0.217 3.674
ATOM 22 C28 <1>d 25.161 71.492 36.729 -0.39 +0.00 +0.037 3.674
ATOM 23 C29 <1>d 26.651 71.766 36.729 -0.56 -0.00 -0.024 3.674
ATOM 24 C30 <1>d 27.222 72.834 36.134 -0.59 -0.01 -0.091 3.674
ATOM 25 (32 <1>d 28.720 73.031 36.241 -0.70 +0.01 +0.042 3.674
ATOM 26 C31 <1>d 26.437 73.884 35.376 -0.49 +0.00 +0.042 3.674
ATOM 27 A22 <1>d 20.967 70.258 37.916 -0.16 +0.00 -0.053 3.674
ATOM 28 A23 <1>d 20.218 71.452 37.947 -0.06 +0.00 +0.007 3.674
ATOM 29 A24 <1>d 20.467 69.125 38.591 -0.21 -0.00 +0.007 3.674
ATOM 30 A25 <1>d 19.003 71.517 38.651 -0.06 +0.00 +0.001 3.674
ATOM 31 A26 <1>d 18.521 70.386 39.328 -0.15 -0.00 +0.000 3.674
ATOM 32 A27 <1>d 19.255 69.189 39.296 -0.31 -0.00 +0.001 3.674
TER

ENDMDL



Ester 3 Docking Output file (extracted from *.dlg file)

Number of distinct conformational clusters found = 10, out of 100 runs,
Using an rmsd-tolerance of 1.5 A

CLUSTERING HISTOGRAM

| | | | |
Clus | Lowest | Run | Mean | Num | Histogram
-ter | Docked | | Docked I in |
Rank | Energy | | Energy | Clus] 5 10 15 20 25 30 35
| | | | | | |
1] -9.23 | 63 ] -8.90 |
21 -9.13 | 2] -8.67 |
3] -8.33 ] 5] -8.31 |
4] -8.22 | 25| -7.98 |
5 1 -8.22 | 36| -8.22 |
6 | -8.20 | 15 | -8.20 |
71 -8.17 | 32 ] -8.17 |
8 | -8.16 | 81 | -8.15 |
9 1 -7.85 | 59 | -7.85 |
10 | -7.68 | 97 | -7.68 |
| | | |
MODEL 63
USER Run = 63
USER Cluster Rank = 1
USER Number of conformations in this cluster = 7
USER
USER RMSD from reference structure = 4.493 A
USER

USER Estimated Free Energy of Binding -6.10 kcal/mol [=(1)+(3)]

USER Estimated Inhibition Constant, Ki +3.36e-05 [Temperature = 298.15 K]
USER

USER Final Docked Energy = -9.23 kcal/mol [=(1)+(2)]

USER

-8.90 kcal/mol
-0.32 kcal/mol
+2.80 kcal/mol

USER (1) Final Intermolecular Energy
USER (2) Final Internal Energy of Ligand
USER (3) Torsional Free Energy

USER

USER

USER DPF = 7-compound4-12-757-ns2b3-b4-1.dpf

USER NEWDPF move 7-compound4-12-757-rigid.pdbq

USER NEWDPF about 23.575300 70.044998 37.007500

USER NEWDPF tranO 26.786331 70.847130 37.669288

USER NEWDPF quatO 0.645909 0.660907 0.382103 -166.895328

USER NEWDPF ndihe 10

USER NEWDPF diheO -53.71 -81.71 -47.56 -70.73 54.04 168.06 -4.25 -131.79 120.60 84.73
USER

USER X y z vdw Elec q RMS
ATOM 1 A7 <1>d 27.254 72.065 36.108 -0.52 +0.01 +0.102 4.493
ATOM 2 A8 <1>d 26.489 72.346 37.336 -0.37 -0.00 +0.104 4.493
ATOM 3 A9 <1> d 25.663 71.403 37.830 -0.33 -0.01 +0.076 4.493
ATOM 4 A10 <1> d 25.531 70.087 37.180 -0.47 +0.00 +0.114 4.493
ATOM 5 All <1>d 26.234 69.828 36.057 -0.61 +0.00 +0.001 4.493
ATOM 6 Al2 <1> d 27.124 70.867 35.504 -0.44 +0.01 +0.051 4.493
ATOM 7 013 <1>d 26.696 73.558 37.924 +0.02 +0.00 -0.348 4.493
ATOM 8 (22 <1>d 27.672 73.931 38.853 -0.39 -0.01 +0.185 4.493
ATOM 9 C1 <1> d 27.142 75.028 39.813 -0.35 -0.00 +0.138 4.493
ATOM 10 C2 <1>d 27.970 75.120 41.068 -0.31 -0.02 +0.260 4.493
ATOM 11 03 <1>d 27.607 74.521 42.083 -0.27 -0.03 -0.265 4.493
ATOM 12 04 <1> d 29.100 75.875 41.065 -0.30 -0.01 -0.322 4.493
ATOM 13 C5 <1> d 29.285 77.027 41.834 -0.38 +0.00 +0.174 4.493
ATOM 14 C6 <1> d 30.382 76.774 42.891 -0.37 +0.00 +0.034 4.493
ATOM 15 014 <1> d 28.075 73.048 35.643 -0.19 -0.02 -0.353 4.493
ATOM 16 C15 <1> d 29.443 73.181 35.878 -0.72 +0.04 +0.210 4.493
ATOM 17 Ni16 <1> d 24.679 69.125 37.780 -0.39 +0.00 -0.115 4.493
ATOM 18 018 <1> d 25.010 68.576 38.885 -0.47 +0.12 -0.532 4.493
ATOM 19 017 <1> d 23.455 69.047 37.424 -0.03 -0.01 -0.532 4.493
ATOM 20 C19 <1>d 26.139 68.508 35.325 -0.56 +0.05 +0.205 4.493
ATOM 21 020 <1> d 24.963 68.505 34.506 -0.49 -0.24 -0.396 4.493
ATOM 22 H21 <1> d 25.250 68.181 33.625 -0.97 +0.11 +0.209 4.493
TER

ENDMDL



CP14 Docking Output file (extracted from *.dlg file)

Number of distinct conformational clusters found = 6, out of 100 runs,
Using an rmsd-tolerance of 0.5 A

CLUSTERING HISTOGRAM

| | | |
Clus | Lowest | Run | Mean ]I Num | Histogram
-ter | Docked | | Docked I in |
Rank | Energy | | Energy ] Clus] 5 10 15 20 25 30 35
| | | | | | : | | _
1] -11.44 | 21 | -11.30 | 92
| B R R R
2 ] -11.08 | 11 | -10.95 | 4 |#uu#
3 | -10.93 | 85 | -10.93 | 1 |#
4 | -10.86 | 52 | -10.86 | 1 |#
5 | -10.71 | 56 | -10.71 | 1 |#
6 | -10.66 | 91 -10.66 | 1 |#
| | | | |
MODEL 21
USER Run = 21
USER Cluster Rank = 1
USER Number of conformations in this cluster = 92
USER
USER RMSD from reference structure =1.231 A
USER

USER Estimated Free Energy of Binding -8.70 kcal/mol [=(1)+(3)]

USER Estimated Inhibition Constant, Ki +4.21e-07 [Temperature = 298.15 K]
USER

USER Final Docked Energy = -11.44 kcal/mol [=(1)+(2)]

USER

-10.57 kcal/mol
-0.87 kcal/mol
+1.87 kcal/mol

USER (1) Final Intermolecular Energy
USER (2) Final Internal Energy of Ligand
USER (3) Torsional Free Energy

USER

USER

USER DPF = 46-ns2b3-b4-1-606060box-r.dpf

USER NEWDPF move 46 .pdbq

USER NEWDPF about 22.728701 69.597504 38.105499

USER NEWDPF tranO 23.590250 69.499526 37.958079

USER NEWDPF quatO -0.638436 -0.758282 -0.131936 13.346826

USER NEWDPF ndihe 8

USER NEWDPF diheO 45.14 73.40 -110.44 -61.43 166.03 -7.51 29.08 2.59

USER

USER X y z vdW  Elec q RMS
ATOM 1 cC1 <1> d 23.104 69.135 36.942 -0.45 +0.01 +0.102 1.231
ATOM 2 C2 <1> d 21.726 69.276 36.217 -0.37 +0.00 +0.034 1.231
ATOM 3 C3 <1> d 24.235 68.751 35.920 -0.52 +0.07 +0.232 1.231
ATOM 4 N4 <1> d 23.684 67.993 34.758 -0.59 +0.06 +0.088 1.231
ATOM 5 C5 <1>d 22.567 67.098 35.125 -0.68 +0.06 +0.271 1.231
ATOM 6 C6 <1> d 21.326 67.935 35.530 -0.50 +0.00 +0.040 1.231
ATOM 7 H31 <1>d 24 .436 67.413 34.376 -0.46 +0.36 +0.316 1.231
ATOM 8 C7 <1>d 23.422 70.355 37.794 -0.31 -0.00 +0.169 1.231
ATOM 9 08 <1>d 23.397 71.471 37.269 +0.15 -0.00 -0.292 1.231
ATOM 10 A9 <1>d 23.289 70.289 39.263 -0.28 -0.01 +0.046 1.231
ATOM 11 All <1> d 22.347 71.210 39.931 -0.15 -0.00 +0.018 1.231
ATOM 12 Al10 <1>d 23.995 69.409 40.005 -0.37 -0.04 +0.112 1.231
ATOM 13 Al4 <1> d 22.180 71.165 41.263 -0.17 -0.00 +0.004 1.231
ATOM 14 A13 <1> d 22.943 70.205 42.067 -0.29 -0.01 +0.039 1.231
ATOM 15 Al12 <1> d 23.813 69.366 41.472 -0.35 -0.03 +0.099 1.231
ATOM 16 015 <1>d 24.881 68.573 39.409 -0.44 +0.14 -0.357 1.231
ATOM 17 H16 <1>d 24.929 67.659 39.626 -0.52 -0.17 +0.217 1.231
ATOM 18 035 <1>d 24.525 68.476 42.207 -0.06 +0.17 -0.358 1.231
ATOM 19 H51 <1> d 24.126 67.710 42.581 -0.44 -0.21 +0.217 1.231
ATOM 20 A22 <1> d 20.622 69.735 37.159 -0.20 -0.00 -0.053 1.231
ATOM 21 A23 <1> d 20.049 70.945 36.999 -0.09 +0.00 +0.007 1.231
ATOM 22 A24 <1> d 20.188 68.885 38.290 -0.19 -0.00 +0.007 1.231
ATOM 23 A25 <1> d 19.014 71.414 37.932 -0.06 +0.00 +0.001 1.231
ATOM 24 A26 <1> d 18.634 70.639 38.961 -0.12 -0.00 +0.000 1.231
ATOM 25 A27 <1>d 19.247 69.318 39.148 -0.30 -0.00 +0.001 1.231
ATOM 26 C17 <1> d 25.033 69.950 35.316 -0.55 +0.01 +0.039 1.231
ATOM 27 C18 <1>d 26.521 70.033 35.769 -0.73 +0.00 +0.033 1.231
ATOM 28 C19 <1> d 26.774 71.002 36.959 -0.62 -0.00 +0.114 1.231
ATOM 29 C20 <1> d 27.903 72.028 36.677 -0.63 +0.00 +0.039 1.231
TER



Blind Docking of CP14 Docking Output file (extracted from *.dlg file)

Number of distinct conformational clusters found = 5, out of 100 runs,
Using an rmsd-tolerance of 2.0 A

CLUSTERING HISTOGRAM

| | | |
Clus | Lowest | Run | Mean ]I Num | Histogram
-ter | Docked | | Docked I in |
Rank | Energy | | Energy ] Clus] 5 10 15 20 25 30 35
| | | | - 1 =\ = |1 : _
1] -8.92 1 56 | -8.92 | 65
| #H HHH T R R R
2] -8.48 1 99 | -8.48 | 5 |##HHE
31 -8.31 ] 27| -8.30 | 6 | #HiHHH
4 ] -7.98 | 43 ] =7.98 | 11 |###HHHHHH
5] -7.62 1 36 | =7.62 | 13 |#ipH
| | | |
Number of multi-member conformational clusters found = 5, out of 100 runs.



APPENDIX 2

'H and *C NMR SPECTRUM OF SYNTHESISED
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la400
T4IL.80 H=
]
2.2073 zec
E£.0000 zec
E.25 usec
1H
8
CDCL3
T.24 ppm
0.12 Hx
K 1



1H-yk25-50¢c-13C

C\Program Files'W5_FIF Pro'\CHEMISTRY DEPTsaadah'yeankee yh25-50c- 13 Cyk25-50c-13C

dat
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—— 149578
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144.685
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=

131513
120,563
128.485

e}
[x)
=
S
1
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=
=
e
1
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121.320
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113.224

17321
T7.000
T6.687

\

/

60.389

38.982

14.054

200 175 150

T T
125

100

DFILE
COMNT
DATIM
OBNUC
EXMOD
OBFRQ
OBSET
OBFIN
POINT
FREQU
SCANS
ACQTM

W1

IRNUC
CTEMP
SLYNT

BF
RGAIN

¥E2E-E0c-13C. nn
1H-yk25-50c-13¢
Mon Apr 23 14:5
13¢C
hen
100.40 M=
130.00 KXz
£500.00 Hx
F2Tel
27100.2T H=
400
1.2091 zec
1.7209 sec
6.50 usec
1H
500 ¢
CDCL3
T7.00 ppmc
0.12 H=
30



1H-vk3Te-crystal

Ci\Program Files W5 _FIP Pro'CHEMISTRY DEPT'saadah'yeankee'yk3Tc-crystaliyk3Te-crystalals

R - R R el - R
[ e R R - - R R R i )
R R o e R ]
Lo el ol Sl Sl ol ol o o e el e e e

6.795

RN =]
EZIHEZE
wi o of =f = =

904
935
L1
3058
1iid

N

Y .20

L.117
1.100

2.9

DFILE
COMNT
DATIM
OBNUC
EXMOD
OBFRQ
OBSET
OBFIN
POINT
FREQU
SCANS
ACQTM

W1

IRNTIC
CTEMP
SLYNT

BF
RGAIN

¥k3Tc-crysialals
1H-¥k3Tc-crystal
Fri May 4 15:09:
1H
non
399,55 MHz
130,00 EHz
4300.00 Hz
F2ToR
T993.60 Hz
B
4.0993 zac
2.9007 zec
6.95 ugec
1H
43¢
CDCL3
T.24ppm
0.12 Hx
15



13C-yk3¥Te-crystal
C:Program Files'W§_FTP Pro!CHEMISTRY DEPTisaadahiyeankeeiyk3Te-crystal 13 Ciyk}Te-crysial- 13C.nmdata

DFILE ¥k3Tc-eryeial-13
= = ea oo e o; -
g g 8 EREEC 2 23 g mEg 2 3 B | Som T e
= g % 48888 § =2 2 EEg = = = o
— — — — - - —— = Ll il S = Ll = | OBNUC 13C
EMOD hen
OEFRQ 100,40 M=
OBSET 130,00 EH=
OBFIN E£500.00 Hz
POINT 32768
FREQU IT100.27 Hzx
SCANS 881
ACQTM 1.20%1 sac
D L7909 zec
PW1 6.50 usec
IRNTIC 1H
! CTEMP 500 e
SLYNT CDCL3
EXRFF T7.00 ppr
BF 0.1 Hx
EGAIN 30

150 125 100 TE 0 25




Ci\Program Files\W5_FIP Pro\CHEMISTRY DEPTwaadah'yeankee'\yk38-22-37'yk3§-23-2T.als

1H-¥k38-22.27

8
4.0950 sec
E.00 usec
0.00 ppm
0.12 Hx
13

39965 MHz
36 ¢

¥k38-11-17.als
1H-yk38-22-27
Tue Jan 16 17:30
n
130,00 EH=
4300.00 Hz
32768
8000.00 Hz
5.0000 sec

1H
piLo)
1H

hm,w/ -

B




13C-vk38-22.27
C:\Program Files'\W5_FTP Pro\CHEMISTRY DEPTsaadah'yeantkee'yk38-22-27-13 Clpk38-22-27-13C.als

DFILE ¥k38-22-27-13C.
- -

= 52 BE SHIES g5 SE=sg 2 Ipeg 2 RUBER G| COMNT  13Cylag-a227

— P o o ) Jo R = =t Pl B i} ot R = L o i B = | DATIM Tue Jan 16 20:52

e o =] SH8EA s S g = R ] = o of bt od el

— — - —— — - — —_— - = e = MWW A o LRl R ] = | OBNUC 13C
EXMOD hene
OBFRQ 100.40 Bz
OBSET 130.00 KH=z
OBFIN 500,00 Hx
POINT 32788
FREQU 27100.27 He
SCANS 4000

1| ACQTM 12081 zec
FD 1.7909 sec
W1 6.50 usec
IRNUC 1H
CTEMP 5.0 c
SLYNT CDCLE
EXEEF TT.00 ppm
BF 0.1 Hz
RGAIN 19
1
1
1
|
1 ! , 1 |
|
| | | 1 [ !
|
L | " | [ | Ju
PPM
T T T T | T T T T T T T T T T T T T T T T T T T T | T T
150 125 100 5 50 25




1H-ykS1-r

12

130.00 KH=

4300.00 Hz

329,65 NIz

¥kEl-r.nmdata

1H-yk51-r
Thu Aug 717

1H
non

32Tal
Ta93.60 He

]
40993 sec

2.9007 sec

19

T.50 usec

30.0 ¢
CDCL3

0.00 ppm

0.12 Hx

SLYNT
EXEFF
BF
EGAIN

C:\Program Files'W5_FTP Pro\CHEMISTRY DEPT saadahiyeankee'yl l-riylfl-r.nmdata

001




single pulse decoupled gated NOE-ykSle-46-52-13C

C:\Program Files'\W5_FTP Pro\CHEMISTRY DEPT saadah'yeankee FROM-ECAykS le-46-52-13C-1.als

=

128,322

T 126281

79,730
T7.316
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T6.684
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T 154677
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%
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=
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-
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200 175 150 125 100

yhEle-46-52-13C
single pulre decc
2I-12-2007 01:4%
13C
zingle pulse_ded
99.55 NIz
£.13 KHz
0,98 =
26214
24999.61 Hx
3000
10486 zec
2.0000 sec
30T usec
1H
0.9 ¢
CDCL3
T7.00 ppmc
10.00 Hz
&4



single_pulse-yk53h-acid

C:\Program Files'\W5_FTP Pro\CHEMISTRY DEPT saadah'yeankee FROM-EC Ay S 3h-acid-3.als

6.28 KHz
0.87 Hz
16400
T422.80 Hz
]
2.2073 sec
575 usec
Il0¢c
0.00 ppm
10.00 Hx
16

J95.88 NIz
CDCL3

E£.0000 sec

zingle pulse.ex?

04-12-2007 13:32

ykE3h-acid-3.als
single_pulse-yld
1H

1H

810

[i1%




€ \Erogram Hles' WS _FTF Bro'\C HEMISTRY DEFT saadahyreanduecyloydse-13 0ol - L3 C randata,
- =] =3 o -
o =] b FHG 25 =88 H2582 2SS 85288 s
= ¥ =] ans =@ e o =SS ol o ol gl S oo -+
L= & = TR EREELRER LSER ELEEIELGELLESEH =
!
IFOE #5313 Crand:
COMNT  $s3-13C

DATIN Th Nov11 08:19:
ODENUC 13c
EXMOD ban

0EFRQ 100 40 hiHz
0BSET 13000 KMz
0BFIN 550000 Mz
EOINT 2768
FREQU 27000 27 Mz
SEANS 16000
ACQTHM 12001 sex
D 17009 e

1 3151 465 wsec
IRNUEC 1M
CTEME 00«
SLVNT  CDCL3
EXREF 7700 gpm.

! EE 120 Mz

RGAIN 31

175 150 125 wo k-l 50 25




1H-ykT3c-26-34

C:\Program Files'W5_FTP Pro'\CHEMISTRY DEPT saadah'yeankee'yhT3e-26-F4y kT 3c-26-34.als

DFILE ¥kT3e-26-3d.als
SEEEEET %% gELE §28E[comn  lmprseies
Gl el e Sl S e -+ -+ =+ = om e S = s =| DATIM Wed Jun & 12:4

OBNUC 1H
EMOD non
OBFRQ 399.65 Mz
OBSET 130.00 KHz
OBFIN 4300.00 Hz
POINT 32768
FREQU T993.60 Hz
SCANS ]
ACQTM 4.0993 sec
D 2.0007 sec
PW1 6.95 usec
IENUC 1H
CTEMP I8¢
SLYNT CDCL3

f EXREF 0.00 ppm
BF 10.00 Hx
RCAIN 18

1
Il




single pulse decoupled gated NOE.yk73d-55-69-13C

C:\Program Files'W5_FTP Pro\CHEMISTRY DEPT saadah'yeankee FROM-ECAykT3d-56-69-13C-5.als

DFILE yhT3id-56-68-13C
g g £ ZEZ 59583 2 CESSCAELTSSERETEES §[COMT  singlepuledec
=i - g gsﬁu.; e e e L s Hea oS nen =S 2 DATIM 28-06-2007 03:2%
E & z BhH ERLES < messsssosdssgn ittt S omvue b
EXMOD zingle pulse_ded
l&, OBFRQ 99.55 NIz
OBSET £.13 KHz
OBFIN 0,98 =
POINT 32781
FREQU 31Z50.00 He
SCANS 2000
ACQIM 10486 zec
FD 2.0000 sec
PW1 L9 usec
IRNUC 1H
CTEMP 130 ¢
SLYNT CDCLE
EXEFF T7.00 ppm
BF LI0 Hx
EGAIN 0

150 125 100 TE 0 25




1H-yk92b-crude

C:\Program Files'\W5_FTP Pro\CHEMISTRY DEPT saadahiyeankeeiyl®2h-crude'yli®h-crude.als

DFILE ¥}91h-crude.als
58 L 9SEE E88% SBUBYSRELIERRILYNYSYEEIE conw Impema
= = pcimic FTI It ddee wMecdemmardcS S SSS 883532 F S| patm Fri Jan 11 11:13:
k=4 OBNUC 1H
y EMOD non
OBFRQ 399.65 M=z
[ OBSET 130.00 KH=
OBFIN 4300.00 Hz
POINT 32768
FREQU T2935.60 Hz
SCANS 4
ACQTM 40993 sec
| D 2.0007 sec
PW1 6.95 usec
A IRNUC H
8 CTEMP 2Te
SLYNT CDCL3
EXREF 0.00 ppm.
BF L.00 Hx
EGAIN 13
Il oo
o 3z
| =




13C-vkOh-crude
C:Program Files\'WW5_FIP Pro'CHEMISTRY DEPT'saadahiyeankeeiyld2b-crude- 13 Ciykd2h-crude-13 C.nmdata

DFILE ¥h9Th-crude-13C
&g g 5 BEHEEBEEE EHNEE STSEDSCHINETEEINOEREER| COMMT  13CyeThorud
=3 ] bt} bR B S B S ®wSE YL SIS See S e e ST ST | DATIM Fri Jan 11 14:13:
== w ¥ SHHEBELESS EREEF FEFSREEEIESaa8R 88 82| opvwe 13C
EXMOD hem
H/ %‘W \\\\H/ k\\%%%%\#/% \OBFRQ 100,40 MHz
OBSET 130.00 KH=
OBFIN S500.00 Hz
POINT 32Tal
FREQU I7100.2T Hx
SCANS 1442
ACQIM 1.2091 zec
D 17909 zec
PW1 6.50 usec
IRNUC 1H
CTEMP 45 ¢
SLYNT CDCLE
EXEFF T7.00 ppm
BF Lo0 Hzx
I EGAIN 30
| |

T T T T T T T T T T T T
200 175 150




1H-yk#4a-18-20

1

yh4a-18-I0.als
1H-yh%4a-18-20

Wed Jan 30 17

DFILE
COMNT
DATIM

OBNUC

EMOD

399.65 Mz
130.00 KH=z

4300.00 H=

1H
non

OBFREQ
OBSET
OBFIN
POINT

FREQU

31Tok
T993.60 Hx

4
40993 zsec

SCANS

ACQTM

FD

2.9007 sec

695 usec

Pl

1H

IRNUC

23.9¢
CDCL3

0,00 ppm

1.00 Hz

CTEMP
SLYINT

EXREFF
BF

18

RECGAIN

C:'\Program Files\W&'5_FIP Pro\CHEMISTRY DEPT'saadahiyeanhee'yhdda-18-20'y}d4a-18-10.als
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13C-vk04a-18-20

Ci\Program Files'WW5_FTP ProCHEMISTRY DEPTsaadah'yeankeeyh®4a-18-20-13Clyk?4a-18-20- 13 C.nmdata

< DFILE ¥h¥4a-18-20-13C
= [ T nELY s 4 % o = = oo leaws o= =| COMNT 13C-ph4a-18-20
) 254 BERS % O o = SmAER g s =2 E%E EEEE = | parm Thu Jan 31 08:4
= =232 fat i il i - e =2 = [ = = n % [ Sl el = | OBNUC 130
EXMOD hem
Tl 4 \ A
OBSET 130.00 KHz
OBFIN ZE00.00 Hz
POINT 32768
FREQU 27100.27 Hz
SCANS T000
ACQTM 1.2091 sec
PD 1.7909 sec
W1 690 usec
IRNUC 1H
CTEMP 4
SLYNT CDCL3
EXREF 77.00 ppm
! BF 1.00 Hz
RGAIN 20

150 115 100 TE 0 15




1H-yk%a-crude

¥26a-crude. now

1H-yk%6a-crude

Fri Feh 12 10:43:

non

329,65 NIz

130.00 KH=

4300.00 Hz

32Tal
Ta93

60 Hz

]
40993 sec

2.9007 sec

6.95 usec

4.2 ¢
CDCL3

0.00 ppm

L.20 Hx

18

C:'\Program FilesWW5_FTP Pro'CHEMISTRY DEPT'saadahiyeankee 'yl ba-crude'yl?a-crude.nmdata




single pulse decoupled gated NOE-y}i?6a-crude-13C

¥li%6a-crude-13C
gingle pulse decc

02-03-2008 04:08

13C

OBNUC

DFILE
COMNT
DATIM
EXMOD

99.55 MH=
£.13 EHz

0.98 Hx
32781
31250.00 Hx

single_pulse_ded

OBFRQ
OBSET
OBFIN
POINT

FREQU

000
L0486 sec

SCANS
ACQTM

FD

2.0000 sec

3.07 usec

W1

1H

IENUC

2L0c

CDCL3

CTEMP
SLYNT
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T7.00 ppm

L20 Hz

5o

RGAIN
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1H-yk97a-37-47-r

60 Hz

130.00 KH=
1

4300.00 Hz
32768
6.95 usec
I3.1c
0.00 ppm
L.20 Hx

L

329,65 NIz
CDCL3

]
40993 sec
2.0007 sec

Ta93

¥97a-37-47-r.nr
1H-y}k9Ta-37-47-
Fri Mar 14 10:59

1H
non
1H

SLYNT
EXEFF
BF
EGAIN

| nran 7 BN

C:\Program Files'\W5_FTP Pro\CHEMISTRY DEPT'saadahiyeankee'yld®Ta-37-47-r'pk87a-37-47-r.nmdata




single pulse decoupled gated NOE-ykTh-crude-r3-13C

DAECAY I Th-crude-x3-13C-4.jdf

155,155
155.040
143.797
128.704
127.201

—

-

_/_ "
T 126.665

79,442

17.32%

T7.000
T6.684
63.008
62.769

[l M)
=
]
= o

-
o £ ed

52.158
51076
46.929
46.585
40,781
40.647
38.780
37.381
34719

LR

27.632
24,348
24.108
22.581

14.158

175

T T T T T
150

125

100

¥}9Th-crude-r3-]
single pulre decc
1%-03-2008 20:09
13¢C
zingle pulse_ded
99.55 NIz
£.13 KHz
0,98 =
32781
31Z50.00 He
2000
10486 zec
2.0000 sec
442 usec
1H
Il8¢e
CDCL3
T7.00 ppmc
L.20 Hx
&4



1H-yk101

1H-yk101
Mon Jun 16 15:3
4300.00 H=
T993.60 Hx
4
40993 zsec
10500 zec
13.00 usec
0,00 ppm
L0 Hz
21

¥k10Lnmdata

DFILE
OMNT
ATIM
OBNUC
EXMOD
OBFRQ
OBSET
OBFIN
POINT
FREQU
SCANS
ACQTM
PD
PW1
IRNUC
CTEMP
SLYNT
EXREF

C:'\Program Files\W&'5_FIP Pro'CHEMISTRY DEFT'raadahiyeankee'ykl01ykl0 l.nmdata
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single pulse decoupled gated NOE-yk101¢-28-44-3-13C

DAECATyk101c-28-44-3-13 C-4.jdf

203.776
——— 140811
—— 145.339

——— M4L317

127.220
121560
121.206

118,515

7
N

O OH

Iz

OH

17316
T6.674
54.753
39.504
36.807
290,691
29,452
27.958
25813
13.574

— 48117

T 22183

e
Tl

200 175 150

125

100

DFILE
COMNT
DATIM
OBNUC

OBFRQ
OBSET
OBFIN
POINT
FREQU
SCANS
ACQTM

Pl

IRNUC
CTEMP
SLYINT

BF
RECGAIN

¥k101c-28-44-3-1
single pulre decc
27-04-2008 DZ:23
13C
single pulse_de:
9955 MH=z
£.13 KHzx
0.93 Hx
32781
31250.00 Hx
10000
10486 sec
2.0000 zec
30T usec
1H
20.1c
CDCL3
T7.00 ppm
L0 Hz
&0
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