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I.3         1H- and 13C-NMR Spectra 
 
 

23 Jul 2009

Acquisition Time (sec) 10.3547 Comment 1H sur yas1-138 exp 1 ozonolyse Date 21/07/2009  09:38:50
Frequency (MHz) 300.13 Nucleus 1H Original Points Count 32768 Points Count 32768 Sweep Width (Hz) 3164.56
Temperature (grad C) 0.000
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21 Jul 2009

Acquisition Time (sec) 1.7695 Comment 13C sur yas1-138 exp 2 ozonolyse Date 21/07/2009  09:38:54
Frequency (MHz) 75.47 Nucleus 13C Original Points Count 32768 Points Count 32768 Sweep Width (Hz) 18518.52
Temperature (grad C) 0.000
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21 Jul 2009

Acquisition Time (sec) 1.7695 Comment Dept135 sur ozonolyse Date 21/07/2009  09:38:58 Frequency (MHz) 75.47
Nucleus 13C Original Points Count 32768 Points Count 32768 Sweep Width (Hz) 18518.52 Temperature (grad C) 0.000

105 100 95 90 85 80 75 70 65 60 55 50 45 40 35 30 25 20 15 10 5 0 -5

98
.9

8

77
.0

0
76

.3
6

62.23

60.09

48
.3

8

45
.6

2

42.08
41.24

30.68

25
.8

5

20
.4

1

15
.2

6

-4
.1

8
-4

.7
0

 

TBSO

O
O

OH

OH12



S-31 
 

23 Jul 2009

Acquisition Time (sec) 10.3547 Comment 1H sur yas1-141 exp 1 enzymes Date 21/07/2009  10:26:28
Frequency (MHz) 300.13 Nucleus 1H Original Points Count 32768 Points Count 32768 Sweep Width (Hz) 3164.56
Temperature (grad C) 0.000
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21 Jul 2009

Acquisition Time (sec) 1.7695 Comment 13C enzymes Date 21/07/2009  10:26:32 Frequency (MHz) 75.47 Nucleus 13C
Original Points Count 32768 Points Count 32768 Sweep Width (Hz) 18518.52 Temperature (grad C) 0.000
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21 Jul 2009

Acquisition Time (sec) 1.7695 Comment Dept135 sur yas1-141 exp 3 enzymes Date 21/07/2009  10:26:36
Frequency (MHz) 75.47 Nucleus 13C Original Points Count 32768 Points Count 32768 Sweep Width (Hz) 18518.52
Temperature (grad C) 0.000
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23 Jul 2009

Acquisition Time (sec) 10.3547 Comment 1H sur yas095 1 Date 23/07/2009  16:34:14
Frequency (MHz) 300.13 Nucleus 1H Original Points Count 32768 Points Count 32768 Sweep Width (Hz) 3164.56
Temperature (grad C) 0.000
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21 Jul 2009
diacetate

Acquisition Time (sec) 1.7695 Comment 13C sur yas1-040 exp1 Date 21/07/2009  14:15:32
Frequency (MHz) 75.47 Nucleus 13C Original Points Count 32768 Points Count 32768 Sweep Width (Hz) 18518.52
Temperature (grad C) 0.000
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21 Jul 2009
diacetate

Acquisition Time (sec) 1.7695 Comment Dept135 sur yas1-40  exp2 Date 21/07/2009  14:15:36
Frequency (MHz) 75.47 Nucleus 13C Original Points Count 32768 Points Count 32768 Sweep Width (Hz) 18518.52
Temperature (grad C) 0.000
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24 Jul 2009

Acquisition Time (sec) 10.3547 Comment yas110 exp2 1H sur Date 23/07/2009  17:23:52
Frequency (MHz) 300.13 Nucleus 1H Original Points Count 32768 Points Count 32768 Sweep Width (Hz) 3164.56
Temperature (grad C) 0.000
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21 Jul 2009
HWE

Acquisition Time (sec) 1.7695 Comment 13C sur Yas155 exp 2 Date 21/07/2009  14:55:44
Frequency (MHz) 75.47 Nucleus 13C Original Points Count 32768 Points Count 32768 Sweep Width (Hz) 18518.52
Temperature (grad C) 0.000
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21 Jul 2009
HWE

Acquisition Time (sec) 1.7695 Comment Dept135 sur Yas155 exp 3 Date 21/07/2009  14:55:48
Frequency (MHz) 75.47 Nucleus 13C Original Points Count 32768 Points Count 32768 Sweep Width (Hz) 18518.52

Temperature (grad C) 0.000
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24 Jul 2009

Acquisition Time (sec) 10.3547 Comment 1H sur YAS 166 exp 1 HAUT Date 24/07/2009  09:40:38
Frequency (MHz) 300.13 Nucleus 1H Original Points Count 32768 Points Count 32768 Sweep Width (Hz) 3164.56
Temperature (grad C) 0.000
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23 Jul 2009

Acquisition Time (sec) 1.7695 Comment 1H sur Date 23/07/2009  14:34:20 Frequency (MHz) 75.47 Nucleus 13C
Original Points Count 32768 Points Count 32768 Sweep Width (Hz) 18518.52 Temperature (grad C) 0.000
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23 Jul 2009

Acquisition Time (sec) 1.7695 Comment Dept135 sur yas1-120 exp 6 epimere haut Date 23/07/2009  14:34:28
Frequency (MHz) 75.47 Nucleus 13C Original Points Count 32768 Points Count 32768 Sweep Width (Hz) 18518.52
Temperature (grad C) 0.000
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24 Jul 2009

Acquisition Time (sec) 10.3547 Comment 1H sur Date 23/07/2009  14:34:08 Frequency (MHz) 300.13 Nucleus 1H
Original Points Count 32768 Points Count 32768 Sweep Width (Hz) 3164.56 Temperature (grad C) 0.000
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21 Jul 2009
epimere bas

Acquisition Time (sec) 1.7695 Comment 13C sur yas1-120 exp2 Date 21/07/2009  16:09:44
Frequency (MHz) 75.47 Nucleus 13C Original Points Count 32768 Points Count 32768 Sweep Width (Hz) 18518.52
Temperature (grad C) 0.000
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21 Jul 2009
epimere bas

Acquisition Time (sec) 1.7695 Comment Dept135 sur yas1-120 exp3 Date 21/07/2009  16:09:48
Frequency (MHz) 75.47 Nucleus 13C Original Points Count 32768 Points Count 32768 Sweep Width (Hz) 18518.52
Temperature (grad C) 0.000
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Mandelic esters 
 

20 : 15a and R(-)-α-acetoxyphenylacetic acid 
 

27 Jul 2009

Acquisition Time (sec) 10.3547 Comment 1H sur yas1-117 exp 1 ester mandelique R Date 15/07/2009  15:25:58
Frequency (MHz) 300.13 Nucleus 1H Original Points Count 32768 Points Count 32768 Sweep Width (Hz) 3164.56
Temperature (grad C) 0.000
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11 Feb 2010

Acquisition Time (sec) 1.7695 Comment 13C sur Date 10/02/2010  14:00:06 Frequency (MHz) 75.47 Nucleus 13C
Original Points Count 32768 Points Count 32768 Sweep Width (Hz) 18518.52 Temperature (grad C) 0.000

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

Chloroform-d

-4
.8

4
-4

.3
6

13
.9

2
15

.2
0

17
.8

8
20

.4
7

20
.6

6
22

.4
224

.6
0

25
.7

2
27

.3
0

31
.3

7
34

.3
4

41
.2

6
41

.8
3

45
.8

0

49
.7

1
50

.0
0

60
.2

4
60

.5
063

.1
3

74
.5

1
75

.6
7

77
.4

2
77

.5
5

78
.4

1

98
.3

7
98

.9
6

12
7

.5
9

12
8

.6
6

12
9.

12
13

0.
01

13
1.

61
13

3.
91

16
7.

98
17

0.
20

17
0.

97

 
 
 
 
 
 
 
 
 
 

TBSO

O

OAc

O O

O

H

O

O

20



S-48 
 

11 Feb 2010

Acquisition Time (sec) 1.7695 Comment Jmod sur Date 10/02/2010  14:00:12 Frequency (MHz) 75.47
Nucleus 13C Original Points Count 32768 Points Count 32768 Sweep Width (Hz) 18518.52 Temperature (grad C) 0.000
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21: 15a and S(+)-α-acetoxyphenylacetic acid 
 

27 Jul 2009

Acquisition Time (sec) 10.3547 Comment 1H sur yas1-118 Date 15/07/2009  15:26:34
Frequency (MHz) 300.13 Nucleus 1H Original Points Count 32768 Points Count 32768 Sweep Width (Hz) 3164.56
Temperature (grad C) 0.000
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11 Feb 2010

Acquisition Time (sec) 1.7695 Comment 13C sur Date 09/02/2010  16:07:00 Frequency (MHz) 75.47 Nucleus 13C
Original Points Count 32768 Points Count 32768 Sweep Width (Hz) 18518.52 Temperature (grad C) 0.000

170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0

Chloroform-d

-4
.8

6
-4

.4
2

13
.8

3
15

.2
1

17
.8

9
20

.5
1

20
.6

0
22

.3
424

.3
5

25
.7

5
27

.3
0

31
.1

8

34
.1

0

41
.2

8
41

.8
6

45
.8

8
49

.7
4

49
.9

9

60
.2

5
60

.5
5

61
.6

5
63

.2
2

74
.6

3
75

.7
7

77
.4

3
78

.5
5

98
.4

3
99

.0
4

12
7

.4
7

12
8

.6
3

12
9

.0
8

13
0.

03
13

2.
26

13
3.

92

16
8.

21
17

0
.0

1
17

1.
04

 
 
 
 
 
 
 
 
 
 

TBSO

O

OAc

O O

O
O

O

H

21



S-51 
 

 
11 Feb 2010

Acquisition Time (sec) 1.7695 Comment Jmod sur Date 09/02/2010  16:07:00 Frequency (MHz) 75.47
Nucleus 13C Original Points Count 32768 Points Count 32768 Sweep Width (Hz) 18518.52 Temperature (grad C) 0.000
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22 : 15b and R(-)-α-acetoxyphenylacetic acid 
 

27 Jul 2009

Acquisition Time (sec) 10.3547 Comment 1H sur yas1-*124 exp 1 ester mandelique epimere bas R Date 15/07/2009  15:34:54
Frequency (MHz) 300.13 Nucleus 1H Original Points Count 32768 Points Count 32768 Sweep Width (Hz) 3164.56
Temperature (grad C) 0.000
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11 Feb 2010

Acquisition Time (sec) 1.7695 Comment 13C sur Date 10/02/2010  14:00:26 Frequency (MHz) 75.47 Nucleus 13C
Original Points Count 32768 Points Count 32768 Sweep Width (Hz) 18518.52 Temperature (grad C) 0.000
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11 Feb 2010

Acquisition Time (sec) 1.7695 Comment Jmod sur Date 11/02/2010  12:42:26 Frequency (MHz) 75.47
Nucleus 13C Original Points Count 32768 Points Count 32768 Sweep Width (Hz) 18518.52 Temperature (grad C) 0.000
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23 : 15b and S(+)-α-acetoxyphenylacetic acid 
 

27 Jul 2009

Acquisition Time (sec) 10.3547 Comment 1H sur yas 1-125 epimere bas ester mandelique S Date 15/07/2009  15:27:22
Frequency (MHz) 300.13 Nucleus 1H Original Points Count 32768 Points Count 32768 Sweep Width (Hz) 3164.56
Temperature (grad C) 0.000
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11 Feb 2010

Acquisition Time (sec) 1.7695 Comment 13C sur Date 09/02/2010  16:07:00 Frequency (MHz) 75.47 Nucleus 13C
Original Points Count 32768 Points Count 32768 Sweep Width (Hz) 18518.52 Temperature (grad C) 0.000
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S-57 
 

11 Feb 2010

Acquisition Time (sec) 1.7695 Comment Jmod sur Date 09/02/2010  16:07:00 Frequency (MHz) 75.47
Nucleus 13C Original Points Count 32768 Points Count 32768 Sweep Width (Hz) 18518.52 Temperature (grad C) 0.000
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Total synthesis of (-)-(9S, 15S)-15-D2t-Isoprostane 1: 
 

29 Sep 2009

Acquisition Time (sec) 10.3547 Comment 1H sur yas1-128 exp 1 epimere haut protege par TBDMS Date 24/07/2009  14:42:34
Frequency (MHz) 300.13 Nucleus 1H Original Points Count 32768 Points Count 32768 Sweep Width (Hz) 3164.56
Temperature (grad C) 0.000
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22 Jul 2009

Acquisition Time (sec) 1.7695 Comment 13C sur Yas168 exp 2 haut TBDS Date 21/07/2009  17:46:04
Frequency (MHz) 75.47 Nucleus 13C Original Points Count 32768 Points Count 32768 Sweep Width (Hz) 18518.52
Temperature (grad C) 0.000
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22 Jul 2009

Acquisition Time (sec) 1.7695 Comment Dept135 sur Yas 168 exp 3 Date 21/07/2009  17:46:08
Frequency (MHz) 75.47 Nucleus 13C Original Points Count 32768 Points Count 32768 Sweep Width (Hz) 18518.52
Temperature (grad C) 0.000
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24 Jul 2009

Acquisition Time (sec) 10.3547 Comment 1H sur yas1-169 exp 1 K2CO3 sur epimere haut pur Date 24/07/2009  15:25:34
Frequency (MHz) 300.13 Nucleus 1H Original Points Count 32768 Points Count 32768 Sweep Width (Hz) 3164.56
Temperature (grad C) 0.000
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28 Jul 2009

Acquisition Time (sec) 1.7695 Comment 13C sur Yas 169 exp 1 Date 22/07/2009  09:57:52
Frequency (MHz) 75.47 Nucleus 13C Original Points Count 32768 Points Count 32768 Sweep Width (Hz) 18518.52
Temperature (grad C) 0.000
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28 Jul 2009

Acquisition Time (sec) 1.7695 Comment Dept135 sur yas 169 exp 7 Date 22/07/2009  09:58:20
Frequency (MHz) 75.47 Nucleus 13C Original Points Count 32768 Points Count 32768 Sweep Width (Hz) 18518.52
Temperature (grad C) 0.000
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24 Jul 2009

Acquisition Time (sec) 10.3547 Comment 1H sur yas1-139 exp 1 ester epimere haut Date 21/07/2009  17:48:52
Frequency (MHz) 300.13 Nucleus 1H Original Points Count 32768 Points Count 32768 Sweep Width (Hz) 3164.56
Temperature (grad C) 0.000
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22 Jul 2009

Acquisition Time (sec) 1.7695 Comment 13C sur yas1-139 exp 2 ester haut Date 21/07/2009  17:48:56
Frequency (MHz) 75.47 Nucleus 13C Original Points Count 32768 Points Count 32768 Sweep Width (Hz) 18518.52
Temperature (grad C) 0.000
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22 Jul 2009

Acquisition Time (sec) 1.7695 Comment Dept135 sur yas1-139 exp 3 Date 21/07/2009  17:49:00
Frequency (MHz) 75.47 Nucleus 13C Original Points Count 32768 Points Count 32768 Sweep Width (Hz) 18518.52
Temperature (grad C) 0.000
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24 Jul 2009

Acquisition Time (sec) 10.3547 Comment 1H sur yas1-140 exp2 deprotection ee ether sur epimere haut Date 21/07/2009  17:49:24
Frequency (MHz) 300.13 Nucleus 1H Original Points Count 32768 Points Count 32768 Sweep Width (Hz) 3164.56
Temperature (grad C) 0.000
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22 Jul 2009

Acquisition Time (sec) 1.7695 Comment 13C sur yas1-140 exp 3 deprotection ee ether sur epimere haut Date 21/07/2009  17:49:30
Frequency (MHz) 75.47 Nucleus 13C Original Points Count 32768 Points Count 32768 Sweep Width (Hz) 18518.52
Temperature (grad C) 0.000
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22 Jul 2009

Acquisition Time (sec) 1.7695 Comment Dept135 sur yas1-140 exp 5 deprotection ee ether sur epimere haut
Date 21/07/2009  17:49:36 Frequency (MHz) 75.47 Nucleus 13C Original Points Count 32768
Points Count 32768 Sweep Width (Hz) 18518.52 Temperature (grad C) 0.000
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28 Jul 2009

Acquisition Time (sec) 10.3547 Comment 1H sur yas1-142 exp 1 LiOH pur sur epimere haut Date 21/07/2009  17:50:16
Frequency (MHz) 300.13 Nucleus 1H Original Points Count 32768 Points Count 32768 Sweep Width (Hz) 3164.56
Temperature (grad C) 0.000
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22 Jul 2009

Acquisition Time (sec) 1.7695 Comment 13C sur  yas1-142 exp 2 LiOH epimere haut Date 21/07/2009  17:50:22
Frequency (MHz) 75.47 Nucleus 13C Original Points Count 32768 Points Count 32768 Sweep Width (Hz) 18518.52
Temperature (grad C) 0.000
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28 Jul 2009

Acquisition Time (sec) 1.7695 Comment Dept135 sur yas1-142 exp 3 LiOH epimere haut Date 21/07/2009  17:50:26
Frequency (MHz) 75.47 Nucleus 13C Original Points Count 32768 Points Count 32768 Sweep Width (Hz) 18518.52
Temperature (grad C) 0.000
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25 Jul 2009

Acquisition Time (sec) 10.3547 Comment 1H sur Date 21/07/2009  17:50:48 Frequency (MHz) 300.13 Nucleus 1H
Original Points Count 32768 Points Count 32768 Sweep Width (Hz) 3164.56 Temperature (grad C) 0.000
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22 Jul 2009

Acquisition Time (sec) 1.7695 Comment 13C sur DMP epimere haut Date 21/07/2009  17:50:54
Frequency (MHz) 75.47 Nucleus 13C Original Points Count 32768 Points Count 32768 Sweep Width (Hz) 18518.52
Temperature (grad C) 0.000

220 210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 -10
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22 Jul 2009

Acquisition Time (sec) 1.7695 Comment Dept135 sur yas1-148 exp 3 DMP epimere haut Date 21/07/2009  17:50:58
Frequency (MHz) 75.47 Nucleus 13C Original Points Count 32768 Points Count 32768 Sweep Width (Hz) 18518.52
Temperature (grad C) 0.000
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S-76 
 

 
25 Jul 2009

Acquisition Time (sec) 10.3547 Comment 1H sur yas1-150 exp 4 Date 25/07/2009  13:06:54
Frequency (MHz) 300.13 Nucleus 1H Original Points Count 32768 Points Count 32768 Sweep Width (Hz) 3164.56
Temperature (grad C) 0.000
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22 Jul 2009

Acquisition Time (sec) 1.7695 Comment 13C  sur loYAS090610/3/1 Date 22/07/2009  14:44:24
Frequency (MHz) 75.47 Nucleus 13C Original Points Count 32768 Points Count 32768 Sweep Width (Hz) 18518.52
Temperature (grad C) 0.000
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S-78 
 

 
22 Jul 2009

Acquisition Time (sec) 1.7695 Comment Dept135 sur yas1-152 exp2 15D2t Date 22/07/2009  14:46:02
Frequency (MHz) 75.47 Nucleus 13C Original Points Count 32768 Points Count 32768 Sweep Width (Hz) 18518.52
Temperature (grad C) 0.000
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 S-79 

 
29 Sep 2009

Acquisition Time (sec) 10.3547 Comment 1H sur yas1-161 exp 1 Date 22/07/2009  14:47:30
Frequency (MHz) 300.13 Nucleus 1H Original Points Count 32768 Points Count 32768 Sweep Width (Hz) 3164.56
Temperature (grad C) 0.000
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 S-80 

 
22 Jul 2009

Acquisition Time (sec) 1.7695 Comment 13C sur yas1-161 exp 2 produit secondaire de deprotection finale
Date 22/07/2009  14:47:34 Frequency (MHz) 75.47 Nucleus 13C Original Points Count 32768
Points Count 32768 Sweep Width (Hz) 18518.52 Temperature (grad C) 0.000
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 S-81 

 
22 Jul 2009

Acquisition Time (sec) 1.7695 Comment Dept135 sur yas1-160 exp 6 ps de deprotection finale de la 15-D2t-Isop
Date 22/07/2009  14:46:54 Frequency (MHz) 75.47 Nucleus 13C
Original Points Count 32768 Points Count 32768 Sweep Width (Hz) 18518.52 Temperature (grad C) 0.000
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 S-82 

 
 

Total Synthesis of (+)-(11R,15R)-15-epi-15-E2t-Isoprostane 2 : 
 
 

30 Jul 2009

Acquisition Time (sec) 10.3547 Comment 1H sur yas2-03 exp 1 eeether sur epimere bas Date 22/07/2009  15:56:56
Frequency (MHz) 300.13 Nucleus 1H Original Points Count 32768 Points Count 32768 Sweep Width (Hz) 3164.56
Temperature (grad C) 0.000

7.5 7.0 6.5 6.0 5.5 5.0 4.5 4.0 3.5 3.0 2.5 2.0 1.5 1.0 0.5 0.0
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 S-83 

 
22 Jul 2009

Acquisition Time (sec) 1.7695 Comment 13C sur yas2-03 exp2 epimere bas ee ether Date 22/07/2009  15:57:00
Frequency (MHz) 75.47 Nucleus 13C Original Points Count 32768 Points Count 32768 Sweep Width (Hz) 18518.52
Temperature (grad C) 0.000
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 S-84 

 
22 Jul 2009

Acquisition Time (sec) 1.7695 Comment Dept135 sur Date 22/07/2009  15:57:04 Frequency (MHz) 75.47
Nucleus 13C Original Points Count 32768 Points Count 32768 Sweep Width (Hz) 18518.52 Temperature (grad C) 0.000
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26 Jul 2009

Acquisition Time (sec) 10.3547 Comment 1H sur yas2-04 exp 1 epimere bas K2CO3 Date 22/07/2009  15:57:26
Frequency (MHz) 300.13 Nucleus 1H Original Points Count 32768 Points Count 32768 Sweep Width (Hz) 3164.56
Temperature (grad C) 0.000
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 S-86 

 
22 Jul 2009

Acquisition Time (sec) 1.7695 Comment 13C sur yas2-04 exp 2 epimere bas, K2CO3 Date 22/07/2009  15:57:30
Frequency (MHz) 75.47 Nucleus 13C Original Points Count 32768 Points Count 32768 Sweep Width (Hz) 18518.52
Temperature (grad C) 0.000
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 S-87 

 
22 Jul 2009

Acquisition Time (sec) 1.7695 Comment Dept135 sur Date 22/07/2009  15:57:34 Frequency (MHz) 75.47
Nucleus 13C Original Points Count 32768 Points Count 32768 Sweep Width (Hz) 18518.52 Temperature (grad C) 0.000
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 S-88 

 
27 Jul 2009

Acquisition Time (sec) 10.3547 Comment 1H sur yas2-09 exp 1 ester epimere bas Date 22/07/2009  15:58:08
Frequency (MHz) 300.13 Nucleus 1H Original Points Count 32768 Points Count 32768 Sweep Width (Hz) 3164.56
Temperature (grad C) 0.000

7.5 7.0 6.5 6.0 5.5 5.0 4.5 4.0 3.5 3.0 2.5 2.0 1.5 1.0 0.5 0.0

11.5711.396.99 5.604.00 3.883.08 3.072.191.96 0.88

Chlorof orm-d

7.
25

5.
46

5.
31

4.
66

3.
99

3.
87

3.
75

3.
64

3.
59

3.
50

3.
34 2.
77

2.
44

2.
37

2.
28

2.
03

1.
85

1.
66

1.
57

1.
52

1.
40

1.
25

1.
24

1.
15

1.
13

0.
86

0.
01

 
 

TBSO

O
O O O

COOCH3

5



 S-89 

 
23 Jul 2009

Acquisition Time (sec) 1.7695 Comment 13C sur yas2-09 exp 4 ester epimere bas Date 22/07/2009  15:58:20
Frequency (MHz) 75.47 Nucleus 13C Original Points Count 32768 Points Count 32768 Sweep Width (Hz) 18518.52
Temperature (grad C) 0.000
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 S-90 

 
23 Jul 2009

Acquisition Time (sec) 1.7695 Comment Dept135 sur yas2-09 exp5 Date 22/07/2009  15:58:24
Frequency (MHz) 75.47 Nucleus 13C Original Points Count 32768 Points Count 32768 Sweep Width (Hz) 18518.52
Temperature (grad C) 0.000

140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 -10

13
3.

9
2

13
3.

21

13
0.

05
12

9.
1

7

99
.1

2
98

.4
3

98
.2

6
96

.6
5

78
.9

9
77

.7
1 76

.8
2

75
.5

7

61.16
59.98

58.78

51
.4

0
50

.5
2

49
.5

0

41.99
41.26

35.94

33.50
31.75

26
.71

25
.8

0

24.81
22.59

20
.5

6
20

.3
6

15
.4

6
15

.2
6

14
.0

0

-4
.4

6
-4

.7
8

 
 
 

TBSO

O
O O O

COOCH3

5



 S-91 

 
27 Jul 2009

Acquisition Time (sec) 10.3547 Comment 1H sur yas2-11 exp2 colonne TBAF, epimere bas produit pur Date 22/07/2009  17:43:48
Frequency (MHz) 300.13 Nucleus 1H Original Points Count 32768 Points Count 32768 Sweep Width (Hz) 3164.56
Temperature (grad C) 0.000

7.5 7.0 6.5 6.0 5.5 5.0 4.5 4.0 3.5 3.0 2.5 2.0 1.5 1.0 0.5

11.846.87 6.366.03 4.114.00 3.002.91 2.021.97 0.83

Chlorof orm-d

7.
25

5.
50

5.
38

5.
26

4.
66

3.
87

3.
70

3.
63

3.
56

3.
42

3.
31

2.
82

2.
44

2.
37

2.
28

2.
05

1.
92

1.
70

1.
65

1.
51

1.
26

1.
24

1.
15

0.
84

 
 
 

HO

O
O O O

COOCH3
19



 S-92 

 
23 Jul 2009

Acquisition Time (sec) 1.7695 Comment 13C sur yas2-11 exp 3 TBAF pur Date 22/07/2009  17:43:52
Frequency (MHz) 75.47 Nucleus 13C Original Points Count 32768 Points Count 32768 Sweep Width (Hz) 18518.52
Temperature (grad C) 0.000

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

Chlorof orm-d

17
3.

95

13
4.

39
13

3.
64

13
1.

10
12

9.
6

5
12

9.
1

0

99
.0

5
98

.4
4

96
.6

6

79
.7

7
78

.6
8

77
.0

0
76

.5
8

61
.0

0
60

.2
8

58
.7

8

51
.3

9
50

.9
8

50
.5

6 41
.1

9
40

.4
3

35
.8

7
33

.3
6

31
.7

3

26
.9

5
26

.6
5

24
.7

1
22

.5
3

20
.5

1
20

.3
0

15
.4

0
15

.2
2

13
.9

4

 
 

HO

O
O O O

COOCH3
19



 S-93 

 
23 Jul 2009

Acquisition Time (sec) 1.7695 Comment Dept135 sur yas2-11 exp4 TBAF pur Date 22/07/2009  17:43:56
Frequency (MHz) 75.47 Nucleus 13C Original Points Count 32768 Points Count 32768 Sweep Width (Hz) 18518.52
Temperature (grad C) 0.000
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 S-94 

 
29 Sep 2009

Acquisition Time (sec) 10.3547 Comment 1H sur yas2-12 exp 6 acide epimere bas Date 22/07/2009  17:44:40
Frequency (MHz) 300.13 Nucleus 1H Original Points Count 32768 Points Count 32768 Sweep Width (Hz) 3164.56
Temperature (grad C) 0.000
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 S-95 

 
23 Jul 2009

Acquisition Time (sec) 1.7695 Comment 13C sur yas2-12 exp 7 acide sans AcOEt epimere bas Date 22/07/2009  17:44:44
Frequency (MHz) 75.47 Nucleus 13C Original Points Count 32768 Points Count 32768 Sweep Width (Hz) 18518.52
Temperature (grad C) 0.000
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23 Jul 2009

Acquisition Time (sec) 1.7695 Comment Dept135 sur yas2-12 exp 5 acide epimere bas Date 22/07/2009  17:44:36
Frequency (MHz) 75.47 Nucleus 13C Original Points Count 32768 Points Count 32768 Sweep Width (Hz) 18518.52
Temperature (grad C) 0.000
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27 Jul 2009

Acquisition Time (sec) 10.3547 Comment 1H sur yas2-17 exp 1 DMP sur epimere bas Date 22/07/2009  17:45:32
Frequency (MHz) 300.13 Nucleus 1H Original Points Count 32768 Points Count 32768 Sweep Width (Hz) 3164.56
Temperature (grad C) 0.000
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 S-98 

 
23 Jul 2009

Acquisition Time (sec) 1.7695 Comment 13C sur yas2-17 exp 4 DMP epimere bas Date 22/07/2009  17:45:44
Frequency (MHz) 75.47 Nucleus 13C Original Points Count 32768 Points Count 32768 Sweep Width (Hz) 18518.52
Temperature (grad C) 0.000
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 S-99 

 
23 Jul 2009

Acquisition Time (sec) 1.7695 Comment Dept135 sur yas2-17 exp 5 DMP epimere bas Date 22/07/2009  17:45:48
Frequency (MHz) 75.47 Nucleus 13C Original Points Count 32768 Points Count 32768 Sweep Width (Hz) 18518.52
Temperature (grad C) 0.000
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 S-100 

 
29 Sep 2009

Acquisition Time (sec) 10.3547 Comment 1H sur yas2-18 exp 1 15-E 2t-IsoP solide blanc Date 27/07/2009  14:02:16
Frequency (MHz) 300.13 Nucleus 1H Original Points Count 32768 Points Count 32768 Sweep Width (Hz) 3164.56
Temperature (grad C) 0.000
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 S-101 

 
 

29 Sep 2009

Acquisition Time (sec) 10.3547 Comment 1H sur 15-E2t-IsoP dans le MeOD Date 23/07/2009  11:36:08
Frequency (MHz) 300.13 Nucleus 1H Original Points Count 32768 Points Count 32768 Sweep Width (Hz) 3164.56
Temperature (grad C) 0.000
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 S-102 

 
23 Jul 2009

Acquisition Time (sec) 1.7695 Comment 13C sur yas2-20 exp 3 15-E2t IsoP solide blanc Date 23/07/2009  11:36:18
Frequency (MHz) 75.47 Nucleus 13C Original Points Count 32768 Points Count 32768 Sweep Width (Hz) 18518.52
Temperature (grad C) 0.000
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 S-103 

23 Jul 2009

Acquisition Time (sec) 1.7695 Comment Dept135 sur yas2-20 exp 4 15-E2t-IsoP solide blanc Date 23/07/2009  11:36:22
Frequency (MHz) 75.47 Nucleus 13C Original Points Count 32768 Points Count 32768 Sweep Width (Hz) 18518.52
Temperature (grad C) 0.000
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