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STANDARD 1X ODSERVE

Archive directory:
fexport/home/declson/vanrsys/data
Sample directory:

File: DEOE97-1

Pulse Sequence: s2pul
Solvent: CD3CN

Relsx. delay 0.500 sec
Pulse 59.0 degrees

Acg. time 4.002 sec

Width 4997.5 H2

16 repetitions

OBSERVE  H1, 400.1136633 Muz
DATA PROCESSING

PT mize 65536

Total time 1 min
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13C ORSERVE

Archive directory:
Jexport/home/declson/vamrsys/data
Sample directorys

File: DEOE97-2

Pulse Sequence: sZpul
Solvent: CD3CN

Relax. dolay 0.500 sec
Pulse 35.2 degrees

Acq. time 1.199 sec

Width 25000.0 Hz

32 repetitions
OBSERVE €13, 100.6085835 Muz
DECOUPLE N1, 400.1156728 iz
Power 43 dn

continsously on

WALTZ-16 modulated

DATA PROCESSING

Line broadesing 0.5 Hz

FT mize 65536

Total time 29 min
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STANDARD 1X ODSERVE

Archive directory:
Jexport/home/declson/vanrsys/data
Sample directory:

File: DEOC17-2

Pulse Sequence: s2pul
Solvent: CD3CN

Relax. delay 0.500 moc
Pulse 59.0 degroes

Acq. time 4.002 sec

Width 4997.5 H2

16 repetitions

OBSERVE H1, 400.1136633 Muz
DATA PROCESSING

FT sizo 65536

Total time 1 min
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'Irroc
AN 0s50,NH,

Table 1, entry 1 substrate

STANDARD 11 ODSERVE

Archive directory:
Jexport/home/declson/vamrsys/data
Sazple directory:

File: DEOES-3

Pulse Sequence: s2pul
Solvent: CD3CN

Rolax. delay 0.500 soc
Pulse 59.0 degrees

Acq. time 4.002 sec

Width 4997.5 H2

16 repetitions

OBSERVE H1l, 400.1136633 MHz
DATA PROCESSING

FT sizo 65536

Total time 1 min

13C ORSERVE

Archive directory:
Jexport/home/declson/vamrsys/data
Sample directorys:

File: DEOESS-4

Pulse Sequence: sZpul
Solvent: CD3CN

1.320

Relax. dolay 0.500 sec
Pulse 35.2 degrees

Acq. time 1.199 sec

Width 25000.0 Hx

96 repetitions
OBSERVE C13, 100.6085690 Muz
DECOUPLE W1, 400.1156728 )z
Power 43 dn

continsously on

WALTZ-16 modulated
DATA PROCESSING

Line broadeaing 0.5 Hz
FT mize 65536
Total time 29 min

/—1.52!

118.292

76.265
55.717

156,011

131,342
s~120.407
95,436
1.962
////r- ///-1.120
\_ \—I.Ilﬁ
0.903
0.698

o
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Me Troc

N.
OSO,NH,
Table 1, entry 3 substrate

STANDARD 11 ODSERVE

Archive directory:
/export/home/declson/vamrsys/data
Sample directory:

File: DEOR1O1-1

Pulse Sequence: s2pul
Solvent: CDC13

Rolax. delay 0.500 soc
Pulse $9.0 degroes

Acq. time 4.002 sec

Width 4997.5 Hz

16 repetitions

OBSERVE  H1, 400.1115372 Mz
DATA PROCESSING

FT sizo 65536

Total time 1 min

13C ORSERVE

Archive directory:
/export/home/declson/vamrays/data
Sample directory:

File: DEOE101-2

Pulse Sequence: s2pul
Solvent: €DC13

Relsx. delay 0.500 sec

Pulse 35.2 degrees

Acq. time 1.199 sec

Width 25000.0 Hx

128 repetiticas
OBSERVE €13, 100.6081131 Muz
DECOUPLE W1, 400.1135362 )iz
Power 43 dn

continsously on

WALZZ-16 modulated

DATA PROCESSING

Line broadeaing 0.5 Hz

FT mize 65536

Total time 29 min

27.478
/~11.160
76,8

20,323

\—16.0.)0

115.082
914

137.879

155,139
94,389
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STANDARD 11 ODSERVE

Archive directory:
/export/home/declson/vamrsys/data
Sample directory:

File: DEOE10S-1

Pulse Sequence: s2pul
Solvent: CDC13

Rolax. delay 0.500 soc
Pulse $9.0 degroes

Acq. time 4.002 sec

Width 4997.5 Hz

16 repetitions

OBSERVE  H1, 400.1115371 Mz
DATA PROCESSING

FT mize 65536

Total time 1 min

Troc

M N.
A 0SO,NH,

Me
Table 1, entry 5 substrate

13C ORSERVE

Archive directory:
/export/home/declson/vamrays/data
Sample directory:

File: DEOE105-2

Pulse Sequence: s2pul
Solvent: CDC13

Relax. delay 0.500 sec
Pulse 35.2 degroes

Acg. time 1.199 sec

Width 25000.0 Hx

128 repetitioas
OBSERVE C13, 100.6081131 Mmz
DECOUPLE W1, 400.1135562 aiz
Power 43 dn

continsously on

WALTZ-16 modulated
DATA PROCESSING

Line broadeaing 0.5 Hz
FT mize 63536
Total time 29 min

140.298
115.736

155.624

94.495

.40
77.160

/_/-

76,002

\—HJIB

50.770

5,996

18,246
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Bta proton

Archive directory:
Sample directory:
Fila: am-4-148-1n

Pulsa Sequence: s2pal
Bolvant: cdoll

Relax. delay 0.500 sec
Pulsa 45.0 degrecs

Acg. time 4.000 sec

Width S605.4 Bz

16 rapstiticns

OESERVE Hl, 155.7251451 Mz
DATA PROCESSING

BT size 6553

Total time 1 min

Boc. N .OSO,NH,
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H2NOQSO\N ~Troc

Me™ X Me
Table 1, entry 4 substrate

STARDARD 1H OBSERVE

Archive directory:
sexport fhome /autumn /vnmrsys/data
sample directory:

File: am-3-108-1h-cdcl3

Pulse Sequence: s2pul
Solvent: CBCL3

Pulse 44.3 degrees
Acg. time 3.74% sec

Width 4000.0 Hz

16 repetitions

OBSERVE ~ H1. 298.9455569 MHz
DATA PROCESSING

Line broadening 0.2 Hz

FT size 32768

Total time 1 min

13C OBSERVE

77 .167
76.739

Archive directory:
fexport /home /autumn/vimrsys /data -

Sample directory:
File: am-3-108-13c-cdcl3

Fulse Sequemce: sipul
Solvent: CDCL3

Pulse 31.0 degrees
Acg. time 1.815 sec

Width 16501.7 Hz

636 repetitions
OBSERVE Cl13. 75.£213590 MHz
DECOUFLE H1. 295.9370487 MHz
Power 30 dB

continuously on

WALTZ-16 modulated

DATA PROCESSING

Line broadening 1.0 Hr

FT size 65536

Total time 1 hr. 2 minm

28.326
76.0:
—17.935

—130.129

62.023
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Stanford University Chemistry Department
Trost Lab HPLC Report
uta File: ed\stardata\autumn'am-3-108-0i-90.10-
siection Date: L 1/26/2008 02:19:59 Sample Prep Info
sjection Method: estardatatdavidichiral right methed Manual injection
wrt Time (min}: 14562
jstrument (Inj}: Chiral LC Right
Valts | £
025 | A g
|I \ =
oo | [ S _.II_ _.\“.“-—[.._a' — S
D25
-0.50
BT
1,00 3
e 5 he hs bo B
Minutes
Peak  Ret.  Peak Area  Width  Percent
No o Time 12 Area
{min) [see)
| 14871 135TM06 631 52,29
217829 1134630 459 771
14712536 100.00
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STARDARD 1H OBSERVE

archive directory:
export /home /autumn /ynmrsys /data
sample directory:

File: am-2-064-goodlH

Pulse Sequence: sipul
Solvent: DMSO

Pulse 2%.3 degrees

Acg. time 3.742 sec

width 2000.0 Hz

10 repetitions

OBSERVE ~ Hl. 299.9465767 MHz
DATA PROCESSING

Line broadening 0.2 Hz

FT size 32768

Total time 2 min

HZNOQSO\N,BOC

Me” ™ Me
Table 1, entry 4 substrate

13C OBSERVE

archive diractory:
/export /home/autumn /vnmrsys /data
sample directory:

File: am-2-064-Gmso-B0deg-c13

Pulse Sequemce: s2pul
Solvent: DHSO

Pulse 31.0 degrees
. time 1.815 sec
Width 16501.7 Hz
180 repetitions
OBSERVE Cl3. 75.421695% MHz
DECOUPLE H1. 299.93484734 MHZ
Power 30 4B
continuously on
WALTZ-16 modulated

DATA PROCESSING

Line broadening 1.0 Hz
FT size §5536

Total time 1 hr. 2 min

30,653
128 .002

187.033

S13

3.219
959

N
9.20
3.23 3.24

41.034
10.760
40,450

20.648

41.3

18,098
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Stanford University Chemistry Department
Trost Lab HPLC Report
st Files crstar\datatautumn\am-2-64-0i-95-5-.9
njestion Date: OFIZE/Z008 06:27:10 Sample Preyp |
njection Method: edstanidatndavidichiral right method Manual injestion
tun Time (mink ML¥TT
natrurment {Inj}: Chiral LC Right
vaits | 8 ]
| fa ]
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.00 .
111 : - —— — | e B
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Mirites

Peak  Ret.  Peak Area  Width Percent

No Time 2 Are
{min) {see)
| 18222 TRSIGTE 640 93,03
2 2500 573245 464 6.97
B126918 100,040
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Boc N ,OSOzN H2

IIIZ

Table 1, entry 6 substrate

Archiwe dirmciosy

Tactory.

. =m-3-152-goodlh

Fulss Gaquasca, mipel
Balwask. cdcld

ax. dalay 0.500 mec
.0 dagress

bima §.300 mc

9.TIDAE MR

13C OBSERVE

Archive directory:
fexport /home/autumn/yomrsys/data
sample directory:

28.171

File: am-3-152-13c-cdel3

Pulse Segquence: s2pul
Solvent: CICL3

Pulse 31.0 degrees

Acq. time 1.815 sec

Width 16501.7 Hz

56 repetitions

OBSERVE C13. 75.4213616 MHz
DECOUPLE H1. 299.9470487 MHz
Power 30 dB

continuously on

WALTZ-16 modulated

DATA PROCESSING

Line broadening 1.0 Hz

FT size 65536

Total time 1 hr. 2 min

77.881
77.160
76.731

655
31.583
"—16. 642

B84 .612

200 180 160 140 120 100 B0 60 40 20 pPpm
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Stanford University Chemistry Department
Trost Lab HPLC Report
Jata File: c:\star\data\autumn\am-3-152b-ad-90.1
njection Date: 124082008 07:26:30 Sample Pr _lnl'u
siection Method:  eA\staridataidavidichiral right method Manual injection
tun Time (min}: 22.758
pstrument (Inj); Chiral LC Right
voits | 8
B
0.25—| Il w
| I!I ! g
0.00 | M — '\h_—/f"“—l S _
-0.25
-0.50
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-1.00— 2]
L&)
SREES —_— e . -
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Minutes
Peak Ret.  Peak Area  Width  Percent
No Time 172 Area
{min) (sec)
| 12439 10715629 293 92,76
2 13875 §35019 242 7.24
11551548 100.00



Boc ., ..OSO,NH,

IIIZ

10
n 1 A VRN VA
——— 7T T T T T T
] 8 7 3 5 4 3 2 1 ppm
[ [
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STANDARD 11 ODSERVE

Archive directory:
/export/home/declson/vamrsys/data
Sample directory:

File: DEOE145-1

Pulse Sequence: s2pul
Solvent: CD3CN

Rolax. delay 0.500 soc
Pulse $9.0 degroes

Acq. time 4.002 sec

Width 4997.5 Hz

12 repetitions
OBSERVE  H1, 400.1136637 Mz
DATA PROCESSING
FT mize 65536
Total time 1 min

O:\s“:o

N0
NTroc

Table 1, entry 1 product

| B B R B

T
11 10 9

13C ORSERVE

Archive directory:
fexport/home/declson/vamrays/data
Sample directory:

File: DEOE9S-2

Pulse Sequence: s2pul
Solvent: CD3CN

Relax. delay 0.500 sec

Pulse 35.2 degroes

Acqg. time 1.199 sec

Width 25000.0 Hx

38¢ repetiticas
OBSERVE C13, 100.6085637 Muz
DECOUPLE N1, 400.1156728 iz
Power 43 dn

continsously on

WALTZ-16 modulated
DATA PROCESSING

Line broadeaing 0.5 Hz
FT mize 65536
Total time 29 min

154.122

T

T
5 4 3
Wb e e bl

1.13 1.04 1.15 1.03

1.06 1.09 1.00

76.508

§5,178

45272
44,749

35.816

T
1 -0 pPpm

\—l.lH

200

180

80 60
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STANDARD 11 ODSERVE

Archive directory:
/export/home/declson/vamrsys/data
Sample directory:

File: DEOE135-2

Pulse Sequence: s2pul
Solvent: CDC13

Rolax. delay 0.500 soc

Pulse $9.0 degroes

Acq. time 4.002 sec

Width 4997.5 Hz

16 repetitions

OBSERVE  H1, 400.1115375 Mz
DATA PROCESSING

FT sizo 65536

Total time 1 min

N

Me

\ g

//O

0
NTroc
Me

15

13C ORSERVE

Archive directory:
Jexport/home/declson/vamrsys/data
Sample directory:

File: DEOE13S-3

Pulse Sequence: sZpul

Solvent: €DC13

Relax. delay 0.500 sec
Pulse 35.2 degreen

Acq. time 1.199 sec

Width 25000.0 H=

256 repetiticas
OBSERVE C13, 100.6081131 Muz
DECOUPLE W1, 400.11355632 iz
Power 43 dn

continsously on

WALTZ-16 modulated

DATA PROCESSING

Line broadesing 0.5 Hz

FT mize 65536

Total time 29 min

200 180 160

153,630

140

120

100

94177

17,400
7,160

L

76802

S19
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75.765

59,718

60

3.561

40

14,292

/~25.169

\24.069
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NBoc
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Table 1, entry 2 product

STANDARD 11 ODSERVE

Archive directory:
/export/home/declson/vamrsys/data
Sample directory:

File: DEOD283-2

Pulse Sequence: s2pul
Solvent: CDC13

Relsx. delay 0.500 sec
Pulse 59.0 degrees

Acq. time 4.002 sec

Width 4997.5 H2

16 repetitions

OBSERVE  H1, 400.1115369 Muz
DATA PROCESSING

PT wize 65536

Total time 1 min

13C ORSERVE

Archive directory:
Jexport/home/declson/vamrsys/data
Sample directory:

File: DEODZE3I-3

Pulse Sequence: sZpul

Solvent: €DC13

Relax. delay 0.500 sec
Pulse 35.2 degreen

Acq. time 1.199 sec

Width 25000.0 H=

152 repetiticas

OBSERVE C13, 100.6081135 Muz
DECOUPLE W1, 400.1135562 iz
Power 43 dn

continsously on

WALTZ-16 modulated

DATA PROCESSING

Line broadesing 0.5 Hz

FT mize 65536

Total time 29 min

28,051
25,510

17.478
7.160

.
76,049

4,978
3.697

154,145
58,975
34,026
23114

200 180 160 140 120 100 80 60 40 20 o PpPm

520



STANDARD 11 ODSERVE

Archive directory:
/export/home/declson/vamrsys/data
Sample directory:

File: DEOR10O7-2

Pulse Sequence: s2pul
Solvent: CDC13

Rolax. delay 0.500 soc
Pulse $9.0 degroes

Acq. time 4.002 sec

Width 4997.5 Hz

16 repetitions
OBSERVE  H1, 400.1115372 Mz
DATA PROCESSING
FT sizo 65536
Total time 1 min

ON

N

N’

2
S\
?
NTroc
Me
Table 1, entry 3 product

13C ORSERVE

Archive directory:
fexport/home/declson/vamrays/data
Sample directory:

File: DEOE107-3

Pulse Sequence: s2pul
Solvent: €DC13

Relax. delay 0.500 sec

Pulse 35.2 degroes

Acq. time 1.199 sec

Width 25000.0 Hx

112 repetiticas
OBSERVE C13, 100.6081162 Muz
DECOUPLE N1, 400.1135562 iz
Power 43 dn

continsously on

WALTZ-16 modulated
DATA PROCESSING

Line broadeaing 0.5 Hz
FT mize 63536
Total time 29 min

152,932

77.478
77,160

rr

$4.033

76,842

\—16.007

52.188

450

41.0%

20.854

S21




0, O
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© NTroc

Me
Table 1, entry 4 product (major diastereomer)

STANDARD 11 ODSERVE

Archive directory:
fexport/home/declson/vanrsys/data
Sample directory:

File: DEOE131-1

Pulse Sequence: s2pul
Solvent: CDC13

Relax. delay 0.500 moc

Pulse 59.0 degrees

Acq. time 4.002 sec

Width 4997.5 Hz

64 repetitions

OBSERVE  H1, 400.1115375 Mz
DATA PROCESSING

FT sizo 65536

Total time 4 min

/|
l oM

| e e L S s s e e LI 2t e
T T T T T T T T T T T T T

11 10 9 8 7 6 5 4 3 2 1 -0 ppm
* L L]
2.07 1.00 3.35
1.7 1.01 3.27
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Me
Table 1, entry 4 product (major diastereomer)

STANDARD 11 ODSERVE

Archive directory:
/export/home/declson/vamrsys/data
Sample directory:

File: DEOE125-2

Pulse Sequence: s2pul
Solvent: CDC13

Relsx. delay 0.500 sec
Pulse 59.0 degrees

Acq. time 4.002 sec

Width 4997.5 H2

16 repetitions

O0BSERVE  H1, 400.1115371 MHz
DATA PROCESSING

PT wize 65536

Total time 1 min

i o JL

LN S S N S ML N S S B S S S N A B S S S S S S S B S S B S S S S S B S B S S
11 10 9 8 7 6 5 4 3 2 1 -0 ppm
b ot LA
1.08 0.57 3.
1.00 9.32¢
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STANDARD 11 ODSERVE

Archive directory:
/export/home/declson/vamrsys/data
Sazple directory:

File: DEOR109-2

Pulse Sequence: s2pul
Solvent: CDC13

Relax. delay 0.500 soc
Pulse $9.0 degroes

Acq. time 4.002 sec

Width 4997.5 Hz

16 repetitions

OBSERVE  H1, 400.1115374 Mz
DATA PROCESSING

FT sizo 65536

Total time 1 min

Me
Me

N

\

0
NTroc

12

T

T

T

T

13C ORSERVE

Archive directory:
fexport/home/declson/vamrays/data
Sample directory:

File: DEOE109-3

Pulse Sequence: s2pul
Solvent: CDC13

Relax. delay 0.500 sec
Pulse 35.2 degroes

Acqg. time 1.199 sec

Width 25000.0 Hx

160 repetiticas
OBSERVE C13, 100.6081459 Muz
DECOUPLE N1, 400.1135562 iz
Power 43 dn

continsously on

WALTZ-16 modulated

DATA PROCESSING

Line broadeaing 0.5 Hz

FT mize 65536

Total time 29 min

152.272

=
T
5
e
2.08
1.0
g3
]
=2
S
-
2
o
2

T
4
e
1.00
0.91
8
-
J

\—75-025

50619

\—50.164

40.154

26,367

14.712

ppm
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Table 1, entry 6 product

STANDARD 11 ODSERVE

Archive directory:
/export/home/declson/vamrsys/data
Sample directory:

File: DEOE119-1

Pulse Sequence: s2pul
Solvent: CDC13

Rolax. delay 0.500 soc
Pulse $9.0 degroes

Acq. time 4.002 sec

Width 4997.5 Hz

16 repetitions
OBSERVE  H1, 400.1115363 Muz
DATA PROCESSING
FT sizo 65536
Total time 1 min

LU B S S B S B AL SN S S S S S S S B S S B S S S B B S S B S S S N S B B S
11 10 9 8 7 6 5 4 3 2 1 -0 ppm
L oyt ) o 1
1.0¢ 1.00 2.40
0.99 2.32 9.21

13C ORSERVE

Archive directory:
Jexport/home/declson/vamrsys/data
Sample directory:

.40
77.160

76,042

/-

File: DEOE1319-2

Pulse Sequence: sZpul

Solvent: €DC13

Relax. delay 0.500 sec

Pulse 35.2 degreen

Acq. time 1.199 sec

Width 25000.0 H=

512 repetiticas

OBSERVE C13, 100.6081123 Muz
DECOUPLE N1, 400.11355632 iz
Power 43 dn

continsously on

WALTZ-16 modulated
DATA PROCESSING

Line broadesing 0.5 Hz
FT mize 65536
Total time 29 min

28,104

53,720
53,220

35.922
24,259

B4.956

54,858

153,402
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STANDARD 11 ODSERVE

Archive directory:
fexport/home/declson/vanrsys/data
Sample directory:

File: DEOE123-2

Pulse Sequence: s2pul
Solvent: CDC13

Relax. delay 0.500 moc
Pulse 59.0 degrees

Acq. time 4.002 sec

Width 4997.5 Hz

16 repetitions

OBSERVE  H1, 400.1115374 Mz
DATA PROCESSING

FT sizo 65536

Total time 1 min

Table 1, entry 7 product

13C omsERVE

Archive directory:
Jexport/home/declson/vamrays/data

Sa=ple directory:

File: DEOE123-3

Pulse Sequence: s2pul
Solvent: cDC13

Relax. delay 0.500 sec

720 repetiticas

OBSERVE €13, 100.6081135 Muz
DECOUPLE W1, 400.1135562 )z
Power 43 dn

continsously on

WALTZ-16 modulated
DATA PROCESSING

Line broadeaing 0.5 Hz
FT mize 63536
Total time 29 min

153,016

/-

84.637

17,478

1.160

16,802

42,087
\—‘1.769

44,021

Te2san

/—ZI‘CW

25,260
16,152

15,478

100

S26

T™
80

T

T
60

40

T



STANDARD 1X ODSERVE

Archive directory:
Jexport/home/declson/vanrsys/data
Sample directory:

File: DEOD93-2

Pulse Sequence: s2pul
Solvent: CD3CN

Temp. 70.0 C / 343.1 K

Rolax. delay 0.500 soc
Pulse 59.0 degroes

Acq. time 4.002 sec

Width 4997.5 H2

16 repetitions

ODNSERVE W1, 400.1136628 uz
DATA PROCESSING

FT sizo 65536

Total time 1 min

L s e e e e L o e e e e B i B e e
6 5 4 3 2 1 -0 ppm
—_— oy - L
1.00 0.81 3.91 5.04
0.97 0.96 1.80
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STANDARD 11 ODSERVE

Archive directory:
/export/home/declson/vamrsys/data
Sample directory:

File: DEOR161-4

Pulse Sequence: s2pul
Solvent: CD3CN

Rolax. delay 0.500 soc
Pulse 60.0 degrees

Acq. time 4.002 sec

Width 4997.5 Hz

16 repetitions
OBSERVE  H1, 400.1136634 Mz
DATA PROCESSING
FT sizo 65536
Total time 1 min

0.0

HN 'S\Q
NTroc
Me
NC
13

13C ORSERVE

Archive directory:
Jexport/home/declson/vamrasys/data
Sample directory:

File: DEOE161-5

Pulse Sequence: sZpul
Solvent: €DC13

Relax. delay 0.500 soc
Pulse 30.1 degrees

Acq. time 1.199 sec

Width 25000.0 H=

176 repetiticas

OBSERVE C13, 100.6085632 Maz
DECOUPLE N1, 400.1135562 iz
Power 43 dn

continsously on

WALTZ-16 modulated

DATA PROCESSING

Line broadesing 0.5 Hz

FT mize 65536

Total time 29 min

200 180 160

118,549

118314

120

80

S28

76.796

670

60

31,308

.35

40

/l.?l?

0.903

\—0.699
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5td proton

Archive directory:
Sample directory:

File: DEOE161-7

Pulse Sequence: s2pul

Solvent: cd3od

Temp. 25.0 C / 298.1 K

Relsx. delay 0.200 sec

Pulse 45.0 degroes

Acq. time 4.000 sec

Width S611.9 Hz
16 repetitions

ONSERVE W1, 599.7996402 iz

DATA PROCESSING
FT mize 131072
Total time 1 min

HSQC

-
-
L

=
°
N °
e =B
s

I
o

(IR RSN RN FEEE WS SEa

80

100

120

140

TS ST EEE RS SR ET PR TE FEE AN T SEEE FU NN SN N

160 —

<

T T T
4.5 4.0 3.5

F2 (ppm)
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STANDARD 11 ODSERVE

Archive directory:

/export/home/declson/vamrsys/data

Sample directory:
File: DEOE1$3-1

Pulse Sequence: s2pul
Solvent: CD30D

Rolax. delay 0.500 soc
Pulse 60.0 degrees

Acq. time 4.002 sec

Width 4997.5 H2

16 repetitions

OBSERVE H1l, 400.1131115 MHz
DATA PROCESSING

FT sizo 65536

Total time 1 min

0. .0
HN' O
NTroc

Me Me
16 (CN)

NC

(ppm}

@

5.5

O

T T T
3.2 3.0

F2 (ppm)
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STANDARD 1X ODSERVE

Archive directory:
Jexport/home/declson/vanrsys/data
Sample directory:

File: DEOE139-7

Pulse Sequence: s2pul
Solvent: CDC13

Rolax. delay 0.500 soc
Pulse 59.0 degroes

Acq. time 4.002 sec

Width 4997.5 H2

16 repetitions

OBSERVE H1, 400.1115368 Muz
DATA PROCESSING

FT sizo 65536

Total time 1 min

J

N3

0.0
HN” \Cl)

NTroc
Me Me
16 (N3)
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O, O
HN/S\(T)
PhthN NTroc
Me Me
16 (PhthN)

$a protoa

Archive dirsctary.

== -4 - 036~ Lok

s Eequmscs: mipel
Bolvacks cdcld

Baler. Salzy 0.500 mec

Total bims 4 miz

€l3par
Archive dfrectory:
fexport fhome/sutusn/vanrsys/data
sample difectory:

File: am-§-phth-1ic

Pulse Sequdnce: sZpul
Solvent: Adetone

25. 000
2B, B4B
28,691
28.53%

29, 461
259,308

User: 1-1%-87

\

gelax. delay 0.500 sec
pulee 38,3 degrees

Acg. time [1.500 sec

Width 33043.3 Hz

372 repetitions

OBSERVE CH3, 125.662526) MEz
DECOUPLE HL, 499.7531542 MEz
pawer 41 4B

continucudly on

WALIZ-16 godulated

DATA PROCE4SING

Line broadening 2.0 Hz

FT size 1313072

Total time [34 min

134.593
134.200
131.916
123.256

139.041
75.074
36.362
33,665
1E.420

167.599

94,8385
61.637

153.276
\—1 22.923
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ONe

N\~

HN" "0

H T
NJ><NTroc
/©/ Me" Me
MeO

16 (NHCgH,OMe)

| do L

9 8 7 6 5 1 3 2 1 ppm
[ L L L
2.14 2.71 1.38 6.6%
2.27 4.56 1.47

V0 Rk e st oLt W ok bk b ket g

220 200 180 160 140 120 100 80 60 a0 20 [+] ppm
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OO
HN/S\O

Phs\)><NTroc

Me" Me
16 (SPh)

/ il
J M, & | m...llJL..L .

] B 7 6 5 2 3 z 1 ppm
e e e e
1.94 124 1.3 1.13 3.23
3.41 2.40 1.1s 3.3z

a0 00 180 160 140 120 100 &0 &0 an 20 ] PP
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STransmittance
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STANDARD PROTON PARAMETERS

Archive directory:
J/export/home/autunn/vanrsys/data
Sample directory:

File: am-beazoyl-03i1il-1h

Pulse Sequence: s2pul
Solvent: CDC13

Temp. 25.0 C / 298.1 K
User: 1-15-87

Relax. delay 0.500 wec

Pulse 52.5 degrees

Acq. time 4.000 sec

Width 2000.0 Hz

56 repetitions

ONSERVE W1, $99.7972802 Yoz
DATA PROCESSING

FT mize 65536

Total time 9 min

Oo..,0

BzN/S\O

PhthN I{lTroc

Me Me
Eq 1, step 1 product

9 8 7 6 5
Wy e
2.15.931.99 2.00
1.95.20 0.86 1.00

SPRCT

ISTIRTT]

—i66.00
—
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SaTransmittancs

99,5/

59,0

" em€o1z

2920.86

1718.46

1374.67

139906~

131605
1199.36-

1112.17- -

127596

3900 3600 3400 3200

W00 2800 2600 2400 2200 2000 1800

Wavenumbers {rm-1)

1600

1400

1200

1000

R
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NHBz
PhthN NHTroc

Me" Me
18

STANDARD PROTON PARAMETERS

Archive directory:
J/export/home/autunn/vanrsys/data
Sample directory:

File: am-reducedbenz

Pulse Sequence: s2pul
Solvent: CDC13

Temp. 25.0 C / 298.1 K
User: 1-15-87

Relax. delay 0.500 wec

Pulse 52.5 degrees

Acq. time 4.000 sec

Width 2000.0 Hz

32 repetitions
ONSERVE W1, $99.7972879 )iz
DATA PROCESSING
PT mize 63536
Total time 9 min

LA L S S S N B S S B B N S N B S NN S S S N B S S S S S e |
11 10 9 8 7 6 5 4 3 2 1 -0 -1 pPpm
WY W w iy e Yy
0.972.02.00 1.00  1.02 1.04 140
13D8.03 1.000¢ 1.07 3.10
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Y Transmittance
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