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Instrumentation and Chemicals

'H and >C NMR spectra were recorded at 400 MHz and 100 MHz, respectively, for CDCls
solutions. MS data were obtained by EI. GC analysis was carried out using a silicon OV-17 column
(i. d. 2.6 mm x 1.5 m) or a CBP-1 capillary column (i. d. 0.5 mm x 25 m). TLC analyses were
performed on commercial glass plates bearing 0.25-mm layer of Merck Silica gel 60F,,. Silica gel
(Wakogel 200 mesh) was used for column chromatography.

Unless otherwise noted, materials obtained from commercial suppliers were used without
further purification.  MeCN and EtCN were freshly distilled from CaH, prior to use.
N-Methylanilines 3 were synthesized by the methylation of the corresponding anilines with trimethyl
phophate.! Noncommercially available maleimides were prepared from maleic anhydride and parent

anilines.?

' Huang, L.; Zhang, X.; Zhang, Y. Org. Lett. 2009, 11, 3730.
2 Matuszak, N.; Muccioli, G. G.; Labar, G.; Lambert, D. M. J. Med. Chem. 2009, 52, 7410.
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['H and "C NMR Spectra of 3aa]
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['H and "C NMR Spectra of 3ba]
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No. ppm Hz Height

1 39.87 3968.6 44.74

2 4255 4235.0 51.81 1

3 4364 43438 46.94

4 51.42 51185 4173

5 5581 5555.4 55.58

6 11355 113025 46.33

7 11450 113969 4685

8 11582 115278 46.38

9 119.88 119319 27.33
10 126.48 125894 9225

11 128.61 12801.0 43.86
12 12910 128504 9224
13 13213  13151.8 1847 2
14 14291 142241 2256
15 163.33 152621 2541 1 1
16 17570 17488.0 2226
17 17784 177011 2476
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['H and "*C NMR Spectra of 3ca]
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1 31.54 3170.5 100
2 3410 3427.3 2444
3 3958 3978.4 30.10
4 4228 4249.7 28.96
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6 50.78 51046 24.02
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16 14621 146960 21.16
17 17597 17687.4 8.97
18 17787 178781 16.69
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['H and "C NMR Spectra of 3da]
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11 12912 129784 8347
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['H and "C NMR Spectra of 3ea and 3ea’]
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1 1653 16451 34.84 13 11011 109602 34.29 25 12957 128963 28.00
2 1882 1873.4 26.40 14 114.08 113552 2037 26 13128 130667 2390
3 2004 19952 16.55 15 11595 115408 896 27 13213 131512 8.93
4 2037 2027.9 46.85 16 119.59 119031 1620 28 13218 131565 1574
5 33859 39404 17.88 17 12642 12582.7 5598 29 13695 136314 1598
6 3966 39472 46.98 18 126.48 12588.6 100 30 13697 136337 2396
7 33890 3971.6 30.02 19 12769 127088 1312 31 14662 145941 1437
8 4183 41634 2575 20 12845 127851 21.56 32 14834 147646 18.02
9 4354 43338 2654 21 12851 127912 39.12 33 17585 175036 1172
10 4472 44510 4757 22 128.88 12827.8 2511 34 17611 175287 12.01

11 50.95 5071.3 20.13 23 128,98 12837.7 5556 35 177.92 17709.0 8.39
12 52.59 52349 34.16 24 129.01 12840.7 99.77 36 17869 177859 14.20
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['H and "C NMR Spectra of 3fa]
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['H and "C NMR Spectra of 3ga]
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1 1397 1404.0 4412
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['H and "C NMR Spectra of 3ha]
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1 2056 20468.9 34.82
2 4262 42417 3453
3 4431 4410.7 31.40
4 4948 49251 16.88
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6 113.61 113080 18.94
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10 12757 12697.6 48.11
11 12869 128087 78.21
12 12918 12857.4 9.26
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['H and "C NMR Spectra of 3ab]
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1 2052 20625 31.36
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['H and "*C NMR Spectra of 3ac]
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['H and "C NMR Spectra of 3ad]
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['H and ">C NMR Spectra of 3ae]
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['H and ">C NMR Spectra of 3af]
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1 20.55 20456 34.49
2 3954 3935.2 40.81
3 4223 42030 47.07
4 4288 42685 41.81 11
5 4376 43552 44.05 10
6 5120 5096.5 39.77
7 11255 112028 4294
8 11894 11839.0 2215
9 127.88 127287 43.08
10 12846 127857 8273
11 12868 128086 85.91
12 12910 128497 24.47
13 129256 128649 42.82
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['H and "C NMR Spectra of 7]
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1 2041 2031.7 41.80

2 3542 35256 36.77

3 3963 39449 33.34

4 3982 39632 2928

5 5212 5187.7 3237

6 5230 5206.0 34.53

7 5510 54845 26.83

8 111.80 11128.4 55.09

9 11216 111641 2275
10 11586 115325 2552
11 12378 123208 10.75
12 126.48 12588.6 10.48 8
13 12826 12766.1 38.20
14 12831 128711 100 1
15 13028 12967.8 47.64
16 14438 143711 10.75
17 14778 147090 17.65 3
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[NOE analysis of 7]
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['H and "C NMR Spectra of 8]
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['H and "C NMR Spectra of 9b]
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1 31.47 3162.8 100
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3 3895 39152 18.89
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['H and "*C NMR Spectra of 9¢]
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