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1 NMR Spectra
Tris-(2,2,2-trifluoroethyl) borate
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N-(2- Methoxybenzyl) 2 phenylacetamlde 2b
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N-(4-Methoxybenzyl)-2-phenylacetamide 2¢
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N-(2-(1H-Indol-3-yl)ethyl)-2-phenylacetamide 2f
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N-Methyl-N’-phenylacetylpiperazine 2i
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N-Phenylacetylmorpholine 2k
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2-Phenyl-1-(pyrrolidin-1-yl)ethanone 2I
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N-Phenylacetylthiomorpholine 2m
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N,N-Dimethyl-2-phenylacetamide 2n
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N,N-Dibenzyl-2-phenylacetamide 20

rrrrrrrrrrrrrr

65 60 55 50 45 40 35 30 25 20 15 1.0 ppm

| S v i

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

13



N,2-Diphenylacetamide 2p
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N-(2-Methoxyphenyl)-2-phenylacetamide 2q
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2-Phenyl-N-p-tolylacetamide 2r
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N-(4-Methoxyphenyl)-2-phenylacetamide 2s
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N-(Pyridin-3-yl)-2-phenylacetamide 2t
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N-(Pyridin-2-yl)-2-phenylacetamide 2u
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N-tert-Butyl-2-phenylacetamide 2v
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N-Benzyl-2-(naphthalen-2-yl)acetamide 3a
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N-Benzyl-2,2-diphenylacetamide 3b
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N-Benzyl-2-(4-methoxyphenyl)acetamide 3c
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N-Benzyl-2-(2-bromophenyl)acetamide 3d
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N-Benzyl-2-(4-bromophenyl)acetamide 3e
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N-Benzyl-2-(3,4-dimethoxyphenyl)acetamide 3f
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N-Benzyl-2-(4-chlorophenyl)acetamide 3g
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N-Benzyl-2-(thiophen-3-yl)acetamide 3h
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N-Benzyl-2-(4-phenoxyphenyl)acetamide 3i
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Boc-Sarcosine-benzamide 3k

oo WMWWWWW

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

0 ppm

30



(E)-N-Benzyl-3-(thiophen-3-yl)acrylamide 3m
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(E)-N-Benzyl-2-methyl-3-phenylacrylamide 3n
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N-Benzyl-2,2,2-trifluoroacetamide 3p
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N-Benzyl-4-methoxybenzamide 3s
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N-Benzyl-4-(trifluoromethyl)benzamide 3t
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N,2-Dibenzylbenzamide 3u
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N-Benzyl-4-iodobenzamide 3v
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N-Butyl-2-p-tolylacetamide 4c
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Methyl 2-(picolinamido)acetate 4e
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N-(4-Hydroxyphenyl)acetamide 4g
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2-(4-(2-(Benzylamino)-2-oxoethyl)phenyl)acetic acid 4h
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Piperidin-2-one 5a
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Azepan-2-one 5b
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(S)-tert-Butyl 2-oxopiperidin-3-ylcarbamate 5¢
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Boc-L-Methionine-benzamide 6a
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Boc-L-Phenylalanine-benzamide 6¢
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Boc-L-Proline-benzamide 6d
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Cbz-L-Alanine-benzamide 6e
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Boc-L-Ala-D-Phe-OMe 6f
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Boc-L-Ala-L-Phe-OMe 69
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Boc-L-Alanine pyrrolidine amide 6h
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Boc-L-Alanine thiomorpholine amide 6i
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Boc-L-Phenylalanine pyrrolidine amide 6j
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Benz-L-Alanine-pyrrolidine amide 6k
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Benz-L-Alanine-thiomorpholine amide 6l
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(S)-N-Benzyl-2-(4-isobutylphenyl)propanamide 6m
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N-Benzylformamide 7a
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N-Phenethylformamide 7b
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N-(4-Methoxybenzyl)formamide 7c
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(R)-N-(1-Phenylethyh)formamide 7d
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N-(Cyclohexylmethyl)formamide 7e
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N-Cyclohexylformamide 7f
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N-Butylformamide 79
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N-Phenylformamide 7h
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1-Indolinecarbaldehyde 7i
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3,4-Dihydro-2(1H)-isoquinolinecarbaldehyde 7j
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2 Determination of enantiomeric excess and derivatisation

Compounds 6h and 6i were converted to the corresponding N-benzoyl derivatives 6k and 6l as
described below in order to measure the enantiomeric ratio.

Representative Procedure for Boc deprotection

Boc-L-Alanine pyrrolidine amide was stirred in a 1:1 solution of TFA and CH,Cl, (5 ml) for 1 h. The
reaction mixture was the concentrated in vacuo to yield the crude salt. The product was carried
forward to the next step without further purification.

Representative Procedure for benzoyl protection

Benzoyl chloride (2 eq) was added dropwise to L-alanine pyrrolidine amide TFA salt (1 eq) and
triethylamine (3 eq) in CH,Cl, at 0 °C. The reaction mixture was allowed to warm to room
temperature and stirred for 2 h. The reaction mixture was then diluted with CH,CI,, washed with
water (10 ml), dried over MgSO, and concentrated in vacuo. The crude product was purified by
column chromatography (PE-EtOAc 2:1) to yield the N-benzoyl amino acid amide.
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Boc-DL-Methionine-benzamide
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Print Date: Tue oOct 05 13:05:35 2010

Title

Run Fille
Method File
Sample ID

Manu

Injection Date: 10/5/2010 11:46 AM

Operator 1 AC
Workstation:
Instrument : 218 5
Channel 11 = U

** LC Workstation

Run Mode
Poak Measurement
Calculation Type

Feak Feak
No. Name
1
2
Totals:

al sample

ystem
W

Version 6.20

Analysis
Feak Area
Percent

49.0595
50.92406

100.0001

Fage 1 of 1

cristarhdatasrachel tds\paper‘\boc-dl-met-92-8-0.5-20.run
boc-dl-met-92-8-0.5-20-1.mth

Ccalculation Date: 10/5/2010 1:05 PM

Detector Type: ProsStar/Dynamax (2 Volts)
Bus Address
Sample Rate

Run

Time

24
5.00 H=z
16.570 min

** 02354-6690-23e27-0230 *=*

9.278

68

width
Area Sep. 1/2 Status
(counts) Ccode (sec) Codes
3391570 BE 49.7
3521614 EB 62.9

6913184



Boc-L-Methionine-benzamide 5a
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C:hwstarhdataswrachel tds\paper‘\boc-l-met-92-8-0.5-30.run
boc—-1-met-9%2-8-0.5-30-1.mth
Manual Sample

Injection Date: 10/1/2010 5:58 AM Calculation Date: 10/5/2010 11:45 AM
Operator AC Detector Type: ProsStar/Dynamax (2 volts)
Workstation: Bus Address 24
Instrument : 218 System Sample Rate 5.00 Hz
Channel 11 - UV Run Time 19.053 min
** LC Workstation version €.20 ** 02354-66%90-a3e7-0230 *=
Run Mode : Analysis
Peak Measurement: Peak Area
Calculation Type: Percent
Ret Time width
Feoak Feak Result Time offset Area Sep. 172 Status
Mo. Mame (] (min}) (min) (counts) Code (sec) Codes
1 100.0000 1z.482 0.000 919716 EB 55.2
Totals 100.0000 0.000 919716
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Boc-DL-Alanine benzamide
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Print Date: Tue
Title

rRun Fille
Method File
Sample ID

Injection Date:

mials

Zero Offset = -22%
min Min / Tick = 1,00
oo UFT &0 s

= 32,670

Attenuation = 27
End Time

mln

0.63 em/min
[

FP
P

P

hart Speed =
jtart Time = 0. 000

-
S

oct 05

Sample

13:00:47

2010

10/5/2010 12:55 PM

Calculation Date:

Page 1 of

cri\starhdatairachel tds‘\paper\boc-dl-ala-98-2-1.00.run
boc-dl-ala-98-2-1.00-1.mth
Manual

10/5/2010 1:10 PM

Operator AC Detector Type: Fro3tar/Dynamax (2 vVolts)
Workstation: Bus Address 24
Instrument 218 sSystem Sample Rate 5.00 Hz
Channel : 1 - Uv rRun Time 32.670 min
** LC Workstation vVersion 6.20 ** 02354-669%0-3e7-0230 *=
Run Mode : Analysils
Feak Measurement: Feak Area
Calculation Type: Percent
Ret. T1ime width
Feak Feak Result Time offset Area Sep. 172 Status
No. MName () {(min) (min) (counts) Code (sec) Codes
1 59.1229 19.292 0.000 1295464 BE 85.5
2 40.8771 24.742 0.000 895673 BB 89.4
Totals: 100.0000 0.000 2191137
Total Unidentified Counts 2191137 counts
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Boc-L-Alanine-benzamide 6b
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Print Date: Tue oct 05 13:01:5% 2010 Fage 1 of 1
Title :
Run File : cihwstarhdatanrachel tds\paperiboc-1-ala-28-2-1.00.run
Method File : boc-1-3la-98-2-1.00-1.mth
Sample ID : Manual Sample
Injection Date: 10/5/2010 1:039 PM Calculation Date: 10/5/2010 1:15 FPM
Operator : AC Detector Type: Prostar/Dynamax (2 vVolts)
Workstation: Bus Address r 24
Instrument : 218 System Sample Rate : 5.00 H
Channel 1 = Uv RuUn Time : 32,470 min
** LC Workstation versicn 6.20 ** 02354-6690-a3e7-0230 *=
Run Mode : Analysils
Peak Measurement: Peak Area
Calculation Type: Percent
Ret. width
Feak Feak Result Time Cffset Area Sep. status
MO . Mame () (min) (min) (counts) code Codes
1 3.5331 18.405 0.000 21603 EBE 0.z
2 96 . 4669 22,755 0.000 589851 BE &80.1
Totals: 100.0000 0.000 611454
Total Unidentified Counts : 611454 counts
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Boc-L-Alanine benzamide 6b (8 h reaction time)
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Print Date: Tue Oct 05 13:01:20 2010 Fage 1 of 1
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Fun File cihwstarhdataszrachel tds\paper‘\boc-l-ala-38-2-1.0-shortrxnO.run

Method File
Sample ID

boc—-l-ala-98-2-1.0-shortrxn0-1.mth
Manual Sample

Injection Date: 10/5/2010 1:13 FM Calculation pDate: 10/5/2010 1:5 PM
Operator : AC Detector Type: ProsStar/Dynamax (2 Volts)
Workstation: Bus Address : 24

Instrument : 218 sSystem sample Rate : 5.00 H=z

Channel D1l = UV Run Time : 35.837 min

** LC Workstation Version 6.20 *=* 02354-66%0-a3e7-0230 *~*
FRun Mode

FPeak Measurement
Calculation Type: Percent

)
o

L

ta
]
H
fiv]
w

Ret. Time width
Foak Foak FRosult Time offset hrea Sep. 1/2 Status
o . MName [ (min} {min}) (counts) Code (sec) Codes
1 100.0000 BE 90.3
100.0000 0.000 878660
Total Unidentified Counts : 878660 counts
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Boc-DL-Phenylalanine-benzamide
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Frint Date: Tue Oct 05 13:08:07
Title

Run Fille
Method File
Sample ID

TR

Manual Sample

Injection Date:

operator 1 AC
mworkstation:

Instrument : 218 System
Channel 11— Uv

** LT

Run Mode H
Peak Measurement:

Analysis
Peak Area

Calculation Type: Percent
Feak Feak Result
No. MName ()
1 54.8020
2 45.1980
Totals: 100.0000

10/5/2010 11:45 AM

Workstation Version 6.20

2010

Calculation Date:

Fage 1 of 1

C:hstarhdatavrachel tds\paperi\boc-dl-phe-20-10-0.5-20.run
boc-dl-phe-90-10-0.5-20-1.mth

10/5/2010 11:57 AM

Detector Type: ProStar/Dynamax (2 Volts)
Bus Address 24
Sample Rate : 5.00 H=z
Run Time : 18.703 min
** 02354-665%0-a3e7-0230 *~
Ret. Time width
Time offset Area Sep. 1/2 Status
(min}) (min}) {counts) Code (sec) Codes
10.615 0.000 505270 EE 29.9
13.352 0.000 416721 =) =] 31.0
0.000 9215991
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Boc-L-Phenylalanine-benzamide 6¢
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Print Date: Tue Oct 05 12:55:10 2010

Title
Run File
Method File

Sample ID Manual Sample

Injection Date: 10/5/2010 11:48 AM

Operator 1 AC
Wworkstation:

Instrument : 218 sSystem
Channel 11 = Uv

** LC wWorkstation version 6.20

Run Mode I Analysis
Peak Measurement: Peak Area
Calculation Type: Percent

Feak Feak Result
No. Name )
1 7.3005
2 92.6995
Totals: 100.0000

Total Unidentified Counts

boc-1-phe-5%0-10-0.5-20-1.mth

Fage 1 of 1

: C:hstarihdatarachel tds\paperi\boc-l-phe-3%0-10-0.5-20.run

Calculation pDate: 10/5/2010 12:11 PM

Detector Type: Prostar/Dynamax (2 Volts)

Bus Address
Sample Rate
Run Time

** 02354-66%0-ae7-

9237473 counts

74

24
5.00 H=z
20.303 min

0230 ==
width
Area Sep. 172 Status
{counts) Code (sec) Codes
674385 BB 40.5
8563088 BB 59.5



Boc-L-Phenylalanine-benzamide 6c¢ (8 h reaction time)
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print Date: Tue oct 05
Title

Run File
Method File
Sample ID Manu

Injection Date:

al sample

10/5/2010 4:05 AM

Ooperator AC
Workstation:

Instrument : 218 System
Channel > 1 = UV

*

LC wWorkstation
Run Mode :
Peak Measurement:
Calculation Type:

Faak Faoak
No . MName
1
Totals:

versicon 6.20

100.0000

13

13:08:48 2010

Detector Type:
Bus Address
Sample Rate

Run Time

-
Ret. Time
Time offset
{min) (min)
13.238 0.000

0.000
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Calculation Date:

Fage 1 of

24
5.00 H=z
21.277

02354-6690-3e7-0230 =*~

Area
(counts)

835578

Frostar/Dynamax

1

Cristarhdatasrachel tds\paper‘boc-l-phe-20-10-0.5-30.run
boc-1-phe-9%0-10-0.5-30-1.mth

10/5/2010 11:59 AM

(2 volts)

min
width
Sep. 172 status
Ccode (sec) codes
BE 48.4

2



Boc-DL-Proline-benzamide
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FPrint Date:
Title

Run File
Method File
Sample ID

TEETITT

Injection Date:
Cperator AC
Workstation
Instrument
Channel

IR

1

¥ LC Workstation Version 6,20 ** (02354-6690-ae7-0230 *+
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10/5/2010 10:33 AM

218 System

uwv

* *

Run Mode

FPeak Measurement:

Calculaticon Type: Percent
Feak Peak Result
No. Mame {1
1 49,3556
2 50.6444
Totals: 100.0000

LC workstation

! Analysis
Feak Area

* %

Version 6.20

Tue ©oct 05 13:14:30 2010

Calculati

Detector Ty
Bus Address
Sample Rate
Run Time

02354-6690-ae

Ret. Time
Time offset
(min}) (min})
11.962 0.000
15.345 0.000
0.000
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Fage 1 of 1

on Date:

pe:
24

5.00 HE
30.190 min

TR

Frostar/Dynamax

T-0230 =*=

Area
(counts)

2605417
9856222

12461639

Crhstarhdatatsrachel tds\wpaperiboc-—-dl-proline-90-10-50.run
boc-dl-proline-90-10-50-1.mth
Manual sSample

10/5/2010 12:24 PM

(2 volts)
width
172 Status
(sec) Codes
54.5
67.0



Boc-L-Proline-benzamide 6d

2 & B ;
E
&
o !
= |
s [
=
_ £2 |
g 8 a |
= ]
< " f
o =
s T v |
H — - o A |
o - x ue
- o m o~ |8 f
& = & oe |3
- o [ o
| ~ ol =3 o E
[=] wy =] .El 5] |
b S & m
L — Ll = = |
=] & wy *
-l ERRR - B B E |
— ¢ @ _ o .
=} o T . O |
15 H B ™0 o =
9 o uy |
] -1 w
T8 &, 5 o3d |
o L Eed @ = = [
= 2 ulde & 4" |3 |
W S oo & & F
-] 0 BOdoe-A W = |
g % 8TEY % 3
-9 S5 Swge + DE \
-~ - g:lﬂ:l wy o -
[ ] m oo o oy =N ]
hel=] bl =]
2Ty < 82
79 ;o ozH
=1 —
[i=] 2] o
LR - &
Bl (=1 - -1
-~ & ¢ Lol w -EF:
234 e c £8 ¢ "
M E o o B r B
Tod o B -4 o E
THY &8 8 B o - s P —
ool o m O oo
5Yf s aB T oS3
»‘gg s wg § S e EIEFELE S L e e EE & AR N & &R R E & QB
682 ;o9 gl 2
- S B g
. . fz £ % :
U I H -] R o &1—! E
Qoo @ Sﬁgﬂ = oan =
ehdd 6 EmnE u ew
H_S0 @8 mxOE 3 uwu
4585 T ABZE . 23
o " = [a 3 SN &) * L w
Frint Date: Tue oct 05 13:13:45 2010 Fage 1 of 1
Title

Run File
Method Fille
Sample ID

TR

Injection Date:

Operator : AC
Wworkstation:

Instrument : 218
Channel 1 -

** LC Workstation
Run Mode H
Peak Measurement:
Calculation Type:

FPaeak Feak
Mo . Mame
1

2 Peak 15.858

10/5/2010 10:51 AM

sSystem
uv

Version 6.20

Analysis
Peak Area
Parcent

Result
()

1.2271
Q98.772%9

100.0000

Calculation

Detector Type
Bus Address
ZSample Rate
Run Time

- e

02354-6690—aeT—

Ret. Time
Time affset
(mim}) (min)
13.075 0.000
15.788 -0.031
-0.031
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C:hwstarhdatasrachel tdsh\paper‘boc-l-proline-30-10-30.run
boc-1-proline-90-10-30-1.mth
Manual sample

pate: 10/5/2010 11:29 AM

FroStar/Dynamax (2 Volts)

1 24
: 5.00 H=z
: 32.553 min
0230 =*=
width
Area Sep. 1/2 Status

{counts) Code (sec) Codes

20230 =3 2.9
6458176 BB T71.4
6538406



Cbz-DL-Alanine-benzamide
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Print Date: Tue Oct 05 13:16:14 2010 Page 1 of 1
Title H
Run File 1 Crihwstarhndatasnrachel tdshwrml400-racO.run
Method File @ rml400-racO-1.mth
Sample ID ! Manual Sample
Injection Date: 10/5/72010 T7:36 AM Calculation Date: 10/5/2010 12:18 PM
operator 1 AC Detector Type: Frostar/Dynamax (2 Volts)
Workstation: Bus Address 1 24
Instrument : 218 System Sample Rate : 5.00 H=z
Channel 11 = UV RuUn Time : 20.337 min

** LC Workstation vVersion .20 *=* 02354-6690-327-0230 =*=*

Run Mode : Analysis
Peak Measurement: Peak Area
Calculation Type: Percent

Ret. Time width
Feak Feak Result Time offset Area sep. 172 Status
MNo. HName [} (min) (min) (counts) Code (sec) Codes
1 40.5417 5.132 0.000 562471 BR 13.0
2 59.4583 T7.938 0.000 824918 BB 22.3
Totals: 100.0000 0.000 1387389
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Cbz-L-Alanine-benzamide 6e
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Print Date: Tue oOct 05 13:16:37 2010

Title

— ]

P

Fage 1 of 1

Run File
Method File
Sample ID

TR

Cihwstarhdatavrachel
rml1400-20.100-1.mth
Manual Sample

tds\rml400-20.100.run

Injection Date: 10/5/2010 7:58
Ooperator ! AC

Wworkstation:

Instrument : 218 sSystem
Channel 11l = v

** LC Workstation
Run Mode H
Peak Measurement:
Calculation Type:

Feak Feak
Ho . Hame
1
2
Totals:

Versicn 6.20

Analysis
Peak Area
Percent

Result
)

100.0000

10

AM Calculation Date: 10/5/2010 12:20 PM
Detector Type: FroStar/Dynamax (2 volts)
Bus aAddress : 24
Sample Rate : 5.00 H=z
Run Time 1 21.903 min
** 02354-669%90-aeT7-0230 *=*
Ret. Time width
Time Offset Area Sep. 172 Status
(mimn}) {min}) {counts) Code (sec) Codes
5.125 0.000 1148915 BE 12.7
7.882 0.000 59768 BB 20.2
0.000 1208683
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Benz-DL-Alanine pyrrolidine amide
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Print Date: Tue oOcC

Title

t 05 12:57:18 2010

Fage 1 of 1

Run File
Method File
Sample ID

ciistarhdatatnrachel tds\paper‘\benz-dl-ala-py-90-10-0.50.run
benz-dl-ala-py—-20-10-0.50-1.mth
Manual Sample

Injection Date: 9/28/2010 11:38 PM Calculation Date: 10/5/2010 12:51 FPM

Operator : AC Detector Type: FroStar/Dynamax (2 Volts)
Workstation: Bus Address : 24

Instrument 218 sSystem sample Rate : 5.00 Hz

Channel 11 = Uuv Run Time : 59.110 min

** LC Workstation

Run Mode H
Peak Measurement:

version 6.20

Analysis
Peak Area

** 02354-6690-ae7-0230 *=*

Calculation Type: Percent
Ret. Time
Feak Feak Result Time offset Area Sep. Status
No. Mame {) (min}) {min}) {counts) Code codes
1 49.7030 15.792 0.000 1846888 EB
2 50.2970 27.108 0.000 1868960 EB
Totals: 100.0000 0.000 3715848
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Benz-L-Alanine pyrrolidine amide 6k (obtained from 6h)
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Print Date: Tue oct 05 13:01:28 2010 FPage 1 of 1
Title
Run File C:rhstarhdatasrachel tdshwpaper‘benz-l-ala-py-920-10-0.50.run
Method File benz-l1-ala-py-90-10-0.50-1.mth
Sample ID Manual sSample
Injection Date: 10/5/2010 11:33 AM Ccalculation Date: 10/5/2010 12:12 PM
operator : AC Detector Type: Prostar/Dynamax (2 vVolts)
Workstation: Bus Address 24
Instrument 218 sSystem sample Rate 5.00 Hz
Channel 1 = Uv Run Time 36.703 min
** LC Workstation version 6.20 ** 02354-6690-23e7-0230 =*=*
Run Mode : Analysis
Peak Measurement: Peak Area
Calculation Type: Percent
Ret Time width
Feak Feak Result Time offset Area sSep. 172 Status
No. Name ) (min) (min) (counts) Code (sec) Codes
1 11.8045 15.675 0.000 221509 BE 50.8
2 88.1955 26.815 0.000 1654964 EBE 85.5
Totals 100.0000 0.000 1876473
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Benz-L-Alanine pyrrolidine amide 6k (Directly from N-benzoyl alanine)
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Print Date: Tue Oct 05 13:17:12 2010 Fage 1 of 1
Title

Run File
Method File
Sample ID

c:hstaridatahrachel tds\paper‘benz-l-ala-py-90-10-0.5-benzoylO.run
benz-1l-ala-py—-9%0-10-0.5-benzoylO0-1.mth
Manual Sample

Injection Date: 9/27/2010 12:52 AM Calculation Date: 10/5/2010 1:26 PM
Operator 1 AC Detector Type: Prostar/Dynamax (2 Volts)
Workstation: Bus Address T 24

Instrument : 218 System Sample Rate : 5.00 Hz

Channel 11 = Uv Run Time : 60.003 min

** LC Workstation version 6.20 ** 02354-66%90-3e7-0230 =*~

Run Mode I Analysis
Poak Measurement: Peak Area
Calculation Type: Percent

Ret. Time width
Feak Feak Result Time offset Area sSep. 1/2 Status
No. Name ) (min}) (min}) (counts) Code (sec) Codes
1 2.2581 17.082 0.000 1070689 EB 61.8
2 97.741%9 28.562 0.000 46345164 EE 110.7
Totals: 100.0000 0.000 47415853
Total Unidentified Counts : 47415852 counts
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Benz-L-Alanine pyrrolidine amide 6k (obtained from 6h; 8 h reaction time)
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rPrint pate:
Title

Run File
Method File
Sample ID

+ 5.00 Hz

Sample Rate

218 System
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Zero Offset = -3%

Attenvation = 61

0.71 em/min
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jas

oct 05 13:01:52 2010

hart Speed =

Fage 1 of

benz-l-ala-py-short-9%0-10-0.50-1.mth
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: Cihwvstarhdatalrachel tds‘\paper‘benz-l-ala-py-short-90-10-0.50.run

Manual

Injection Date:

Operator
Workstation
Instrument
Channel

L I e

Run Mode

TR T

AC

218

1

10/2/2010 4:22

Sample

System
uwv

Wworkstation

Poak Measurement:
Calculation Type:

Feak Feak
Mo . Mame
1
Totals:

version 6.20

Analysis
Poak Area
Paercent

Result
()

100.0000

PM Calculation Date:
Detector Type:
Bus aAddress 1 24
Sample Rate : 5.00 H=z
Run Time H
=% (02354-6690-327-0230 ==
Ret. Time
Time offset Area
(min) (mimn} {counts)
23.582 0.000 1660522
0.000 1660522
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FroStar/Dynamax

29.403 min

width

Sep. 1/2
Code (sec)
BB 45.4

10/5/2010 12:46 PM

(2 volts)

Status
Ccodes



Benz-DL-Alanine thiomorpholine amide
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Print Date: Tue
Title

Run File
Maethod File
Sample ID

I Man

Injection Date:

Operator 1 AC
Workstation:

Instrument : 218
Channel 1 -

o

LC workstation
Run Mode H
Poak Measurement:
Calculation Type:

Feak Feak
No. Name
1
>
Totals:
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oct 05 13:02:36 2010

ual sSample

9/30/2010 8:19 AM

System
uwv

Version 6.20
Analysis

FPeak Area
Parcent

R LAY

12
13
14
15
18
17
18
19

Fage 1 of

Calculation Date:

Detector Type:
Bus Address
sSample Rate
Run Time

24

- -

02354-6690-ae7-0230

Ret. Time

Time offset Area
(min) (min) (counts)
22.465 0.000 5356351
32.385 0.000 5673891

11030242

84

RN ANERIRAR

5.00 H=z
60.003 min

Haa

1

FProsStar/Dynamax

SRR YTTYILIORCUBTIREGIRE

C:hwstarhdatarachel tds\paper‘\benz-dl-ala-thio-90-10-0.50.run
benz-dl-ala-thio-90-10-0.50-1.mth

10/5/2010 12:13 FPM

(2 volts)

width
Sep. 172 Status
Code (sec) Codes
EB T3.2
EBE 91.1



Benz-L-Alanine thiomorpholine amide 6l (obtained from 6i)
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Print Date: Tue
Title M
Run File HEE
Method File : be
Sample ID M
Injection Date:
Operator 1 AC
Workstation:
Instrument : 218
Channel 11 -
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FPage 1 of 1

“staridatawrachel tds\paperi\benz-l-ala-thio-20-10-0.5-20.run
nz-l-ala-thio-90-10-0.5-20-1.mth

Manual Sample

10/4/,2010 12:46 AM

System
uwv

** LC Workstation version 6.20

Run Mode

: Analysils

Peak Measurement: Peak Area
Calculation Type: Percent

Result
(]

Feak rPeak
Mo . Name
1
2
Totals:

100.0000

Calculation Date: 10/5/2010 11:49 nM

Detector Type: ProStar/Dynamax (2 Volts)
Bus Address 24
Sample Rate : 5.00 H=z
Run Time 1 57.770 min
** 02354-6690-a3e7-0230 *~
Ret. Time wWidth
Time ocffset Area Sep. 1/2 Status
(min) (min) (counts) Code (sec) Codes
22.198 0.000 879805 BB 80.3
31.855 0.000 10656364 BB 112.2
0.o000 11536169
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Benz-L-Alanine thiomorpholine amide 61 (directly from N-benzoyl alanine)
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Print Date:

Title

Run File
Method File
Sample ID anu

Injection Date: 9/

Operator AT
Workstation
Instrument 218 =
Channel : 1 = U
** LC Workstation
Fun Mode H

Peak Measurement:
Calculation Type:

Peak
No.

1
2

Totals:

Total Unidentified
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Tue Oct 05 13:16:25 2010

al Sample

30/2010 4:40 AM

Page 1 of 1

c:hvstaridatairachel tds\paper‘benz—-l-ala-thio-9%0-10-0.5-benzoyl0.run
benz-1-ala-thio-90-10-0.5-benzoyl0-1.mth
M

Calculation Date: 10/5/2010 1:27 PM

Detector Type: ProS3tar/Dynamax (2 Volts)
Bus Address 24
v=stem Sample Rate 5.00 H=z
W Run Time : 42.703 min
Version 6.20 ** 02354-6690-ae7-0230 *=*
Analysis
Feak Area
Percent
Ret. Time Width
Result Time Offset Area Sep. 1/2 Status
) (min) (min}) (counts) Code (sec) Codes
g.2508 23.798 0.000 8357324 EB 68,9
91.7492 33.322 0.000 9293362 BB 96.1
100.0000 0.000 10129096
Counts : 10129096 counts
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Benz-L-Alanine thiomorpholine amide 6l (directly from N-benzoyl alanine; 8 h reaction time)
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Print Date: Tue Oct 05 12:5%:51 2010 Page 1 of 1
Title z
Run File : c:i:wstarhndata\srachel tds\paper‘benz-1l- a-thioc-90-10-0.5-benzoylshortO.run
Method File : benz-l-zla-thio-%0-10-0.5-benzoylshortUO-1l.mth
Sample ID : Manual Sample
Injection Date: 9/26/2010 6:10 PM Calculation Date: 10/5/2010 12:58 PM
Operator : AC Detector Type: ProStar/Dynamax (2 Volts)
HWorkstation: Bus Address 24
Instrument : 218 System Sample Rate : 5.00 H=z
Channel : 1 = TV Run Time : 60.003 min
*# LC Workstation Version 6.20 ** 02354-€6%0—-a3e7-0230 *w¥
Run Mode : Analysis
Paeak Measurement: Peak Area
Percent
Width
Aresa Sep. 1/2 Status
{counts) Code (sec) Codes
80261 BB 4.4
2041845 BB B5.3

Total

o.000

2122106

Unidentified Counts

counts
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Boc-DL-Phenylalanine pyrrolidine amide
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Print Date: Tue Oct 05 12:55:52 2010

¥ LC Workstation Version 6,20 ** (02354-6690-ae7-0230 *+
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Fage 1 of 1

Title H

Run File : Cihwstarhdatanrachel tdshwpaper‘boc-dl-phe-20-10-0.5-30.run
Method File : boc-dl-phe-9%0-10-0.5-30-1.mth

Sample ID : Manual Sample

Injection Date: 10/5/2010 12:10 PM Calculation Date: 10/5/2010 12:48 FPM
operator : AC De ctor Type: Prostar/Dynamax (2 Volts)
wmorkstation: Bus Address 1 24

Instrument : 218 System Sample Rate : 5.00 Hz

Channel i - Uv Run Time : 37.353 min

** LC Workstation
Run Mode H
Fea Measurement:
Calculation Type:

Feak Feak
No. Name
1
o
Totals:

Total uUnidentifie

d

Version 6.20 ** 02354-669%0-a23e7-0230 =*=*

Percent
Ret. Time

Result Time offset Area
() (min) (min) (counts)
50.1391 630998
49.8609 627496
100.0000 12568494

Counts : 1258494 counts

88

width
172 sStatus
(sec) Ccodes
36.6
45.9
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Boc-L-Phenylalanine pyrrolidine amide 6j
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Print Date: Tue Oct 035

Page 1 of 1

Title :

Run File : CiAwstarhdataZrachel tds\paper‘boc-l-phe-py-%0-10-0.50.run
Method File : boc-l-phe-py-9%0-10-0.50-1.mth

Sample ID : Manual Sample

Injection Pate: 10/3/2010 6:53 PM 10/5/2010 12:05 PM
Jperator : AC ar/Dynamax (2 Volts)
workstation:

Instrument : 218 System Hz

Channel 1 = Uv 0.237 min

** LC Workstation verslion &6.20 **

Run Mode : Analysis
Faa Measurement: Peak Area
Calculation Typ Paercent
Ret. Time
Feoak Feak Result Time offset Area Sep.
No. Name ) (min) (min) (counts) Code
1 EB
2 EBE

Total Unidentified Count 512621 counts
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(2)-N-Benzyl-2-(4-isobutylphenyl)propanamide
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Frint Date: Tue Oct 05 13:18:30 2010 Fage 1 of 1
Title

rRun File
Method File
Sample ID

C:i\starhdatarachel tds\paper‘rac—-1bu-100-0.run
rac—1bu-100-0-1.mth
Manual sSample

IR

Injection Date: 10/2/2010 10:15 FPM Calculation pDate: 10/5/2010 11:56 BAM
Operator 1 AC Detector Type: FProsStar/Dynamax (2 vVolts)
Workstation: Bus Address 1 24

Instrument : 218 sSystem Sample Rate : 5.00 H=z

Channel 11 = uv Run Time : 20.170 min

** LC Workstation Versicon 6€.20 ** 02354-66%0-a2e7-0230 *=*

Run Mode : Analysis
Feak Measurement: Peak Area
Calculation Type: Percent

Ret. Time width
Feak Feak Result Time offset Area sep. 172 Status
Mo . Name (0] (mimn) (min) {counts) Code (sec) Codes
1 43.5612 5.895 0.000 1194116 BB 26.2
2 56.4388 7.408 0.000 1547124 BB 31.5
Totals: 100.0000 0.000 2741240
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(S)-N-Benzyl-2-(4-isobutylphenyl)propanamide 6m
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* LC Workstation Version 6,20 ** 02354-6690-ae7-0230 **
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rrint Date: Tue oOct 05 13:19:27 2010

Title

Run File
Method File
Sample ID

TR

Injection Date

C
C
M

Operator 1 AC
Workstatlion:

Instrument : 218
Channel 11 -

Page 1 of 1

“star\data\rachel tds\paperZs-1bu-100-0-30.run
“starwmethodshraxhel tds\100% Hex 0% CH3Cl O0.5mLmin.mth

anual sample

10/53/2010 10:532 AM

System
uv

** LC Workstation Version 6.20

Run Mode

: Analysis

Peak Measurement: Peak Area
Calculation Type: Percent

rResult
{)

Feak Faak
Mo . Mame
1
Totals:

100.0000

De

Bus Address
Zample Rate
Run Time

=% 0Z33

Calculation Date: 10/3/2010 11:05 aM

tector Type: FroStar/Dynamax (2 Volts)
24

5.00 Hz

13.137 min

ITT

4-6620-2e7-0230 *=

Time width

ocffset Area Sep. 1/2 status
(min}) {counts) Ccode (sec) Ccodes
0.000 2e24127 ==} 19.0
0.000 2624127
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