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DMA−NB139−37, 13C of product in DMSO−d6, 3/11/09
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DMA−NB108−10, 13C of product in DMSO−d6, 6/7/08
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DMA−NB316−57, 1H of product in DMSO−d6, 3/21/11
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DMA−NB316−57, 13C of product in DMSO−d6, 1/24/11
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DMA−NB349−5, 1H of column product in DMSO−d6, 5/23/11
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DMA−NB349−5, 13C of product in DMSO−d6, 5/25/11
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DMA−NB316−71, 1H (400 MHz) of product in DMSO−d6, 7/31/11
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DMA−NB316−71, 13C (100 MHz) of product in DMSO−d6, 7/31/11
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DMA−NB316−41, 1H (400 MHz) of product in DMSO−d6, 1/22/11
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DMA−NB316−41, 13C (100 MHz) of product in DMSO−d6, 1/22/11
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DMA−NB108−23, 1H of recrystallized product in DMSO−d6, 7/7/08

27 

Page 31



200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm

1
4
.
0
3

2
5
.
0
5

3
9
.
1
5

3
9
.
4
3

3
9
.
7
0

3
9
.
9
8

4
0
.
2
6

4
0
.
5
4

4
0
.
8
2

5
9
.
4
6

6
2
.
7
7

9
8
.
1
3

1
1
1
.
2
1

1
2
6
.
7
1

1
2
7
.
5
9

1
2
8
.
4
5

1
2
9
.
0
3

1
2
9
.
1
3

1
2
9
.
4
1

1
4
1
.
3
7

1
4
1
.
7
9

1
4
6
.
1
6

1
5
1
.
3
8

1
5
9
.
0
6

1
6
5
.
6
7

1
7
3
.
2
6

27 

Page 32



−2−116 15 14 13 12 11 10 9 8 7 6 5 4 3 2 1 0 ppm

0
.
8
0
9

0
.
8
2
7

0
.
8
4
4

2
.
5
0
0

3
.
3
4
2

3
.
8
0
2

3
.
8
1
9

3
.
8
3
7

3
.
8
5
3

6
.
4
1
9

7
.
0
2
9

7
.
0
4
7

7
.
0
6
6

7
.
2
0
6

7
.
2
2
5

7
.
2
4
3

7
.
3
1
7

7
.
3
3
5

7
.
3
7
7

7
.
3
9
8

7
.
4
1
5

7
.
4
6
4

7
.
4
8
3

7
.
5
0
1

7
.
6
2
2

7
.
6
4
2

8
.
4
8
0

8
.
4
9
7

1
2
.
0
0
6

3.
16

2.
07

1.
00

1.
17

1.
27

13
.0

4
1.

14

0.
99

1.
07

DMA−NB349−44, 1H (400 MHz) of product in DMSO−d6, 7/15/11
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DMA−NB349−44, 13C of product in DMSO−d6, 7/15/11
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DMA−NB349−49, 1H of product in DMSO−d6, 7/22/11
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DMA−NB349−49, 13C (125 MHz) of product in DMSO−d6, 8/15/11
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DMA−NB139−1, 1H of proudct in DMSO−d6, 3/11/09
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DMA−NB139−1, 13C of product in DMSO−d6, 8/4/11
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DMA−NB349−15, 13C (125 MHz) of product in DMSO−d6, 7/30/11
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DMA−NB349−4, 1H of product in DMSO−d6, 5/20/11
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DMA−NB349−4, 13C of product in DMSO−d6, 5/24/11
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DMA−NB316−88, 13C of product in DMSO−d6, 5/10/11
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DMA−NB316−90, 1H of rec product in DMSO−d6, 5/12/11
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DMA−NB316−83, 1H of product mixture in DMSO−d6, 4/29/11

45 

Page 55



210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm

1
3
.
3
5

3
8
.
6
6

3
8
.
9
4

3
9
.
2
2

3
9
.
5
0

3
9
.
7
7

4
0
.
0
5

4
0
.
3
3

5
1
.
8
1

6
0
.
1
5

1
0
4
.
5
3

1
2
6
.
1
7

1
2
7
.
9
5

1
2
8
.
6
5

1
2
8
.
9
8

1
2
9
.
1
2

1
2
9
.
8
4

1
3
2
.
8
8

1
3
9
.
1
3

1
4
6
.
4
3

1
4
7
.
4
6

1
4
8
.
4
5

1
6
4
.
0
7

DMA−NB316−83, 13C of product in DMSO−d6, 5/3/11
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