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SAMPLE SPECIAL ‘3
date Nov 11 2008 temp not used =
solvent CDCI3 gain not used Er
file /hame/temp)eé~ spin not used @
eram1S5-71F.fid hst 0.008 -y
ACQUISITION pwao 23,000 INDEX FREQUENCY PPM HEIGHT by
sw 64000.0 alfa 82.400 1 ~53087.620 -209.310 ~0.4 -
at 0.505 FLAGS 2 ~59972.399 -212.444 1.4 W
np 64532 11 n 3 - R - . . .
" 35000 in y : —snuss 384 -212.741 148.7 g
bs 16 dp y 60117.909 -212.953 149.0 £
d1 5.000 hs nn 5 -50193.105 =-213.226 1.1 =
n: 2333 . mzocsssmc:1 6 -60222.403 -213.330 -0.4 g
[ . - -
TRANSMITTER of 0 500 7 650253.653 -213.440 0.9 g
tn ) F19 gfs not used _— 8 -60322.9390 -213.686 -0.4 a
sfrg 282.222 1sfid -6 9 ~-60416.742 ~-214.018 50.3 W
tof 20000.0 fn 131072 10 -60478.266 =-214.236 49.9 ':
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50 0PPM
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OF1: 10019.6

PTS1d: 32768
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PD:4.0 sec

NA: 7000

LB:3.0 Nuts

| 3-CO2Me NAc[2.1.1] syn-OH---C--eram-1183 |
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)
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LEX: s2pul PW:5.0 us PD: 1.0 sec NA: 256 Nuts DRCO2MelNAc[2.1.1] anti-OH--CDCI3--C--eram13-3-100
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USER: temple -- DATE: Apr 8 12:16:04 2005 EDT (UT-4h) templ

LB: 01

OF1:19432

NA: 128
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SW1: 8278
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CICO2Me -78C Spot C, proton1OMIN.atm,

[F2: 1.000

F1: 400.020
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SWI1: 25126
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USER: -- DATE: May 23 2005

PTS1d: 16384

Nuts - print 2

LB:0.2

OF1: 1479.5

NA: 8

PD: 1.0 sec

SW1: 3600

PW:5.8 us

deepa/10-160_23May2005

1F2: 299.986

F1:299.986
EX: s2pul
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N
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PTS1d: 32768

Nuts - print

LB:3.0

USER: temple -- DATE: Aug 8 16:24:06 2007 EDT (UT-4h) templ

OF1: 10578.0
NA: 1024

PD: 2.0 sec

SW1:23148

PW:5.7 us

[F2: 1.000

BOCFesters 1, carbon2HR.atm,

F1: 100.628
EX: s2pul
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NBOCc[211]F-1-CO2Me. proton.atm USER: temple -- DATE: Nov 15 17:34:50 2006 EST (UT-5h) templ
F1:400.191 F2:1.000 SW1: 8278 OF1:2001.1 PTS1d: 32768
EX: PW: 9.8 usec D: 1.0 sec NA: 16 LB: 0.1 WinNuts - NBO¢[211]-1-CO2Me-3-F
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F1:400.191 ]F?_: 1.000 SW1: 8278 OF1:2001.3 PTS1d: 32768
1:X: s2pul PW: 98 usec PD: 1.0 sec NA: 16 LB 0.1 WinNuts - NAc¢[211]-5-anti-F-1-CO2Me b2
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200 150 100 50 0 PPM
NAc[211]-1-CO2Me-3-F. carbon2HR atm USER: temple -- DATE: Nov 21 15:08:13 2006 EST (UT-5h) templ
F1:100.628 IFZZ: 1.000 SWI1:23148 OF1:10582.9 PTS1d: 32768
EX PW: 5.7 usec PD. 2.0 sec NA: 2048 [B:3.0 WinNuts - $WS TP 1
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deepa/1-1032_07May2004 "

Archive directory: /home/temple/vnmrsys/data
Sample directory: deepa/1-1032_07May2004
File: PROTON

Pulse Sequence: s2pul

Solvent: CDCi3
Aambient temperature
INOVA-300 "nmr300"

Relax. delay 1.000 sec
Pulse 45.0 degrees
Acq. time 2.500 sec
width 3599.9 Hz
8 repetitions
OBSERVE H1, 299.9843628 MHz
DATA PROCESSING
Resol. enhancement 0.4 Hz
Gauss apodization 0.240 sec
FT size 32768
Total time 0 min, 35 sec

25

300 MHz CDCl,

sonurjy] dAy -+ saurjoadoueyjawiAxo1pAH-§ pue -010n[ -G JO SISAYJUAS
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75 MHz CDCly

77.319

77

76.682

49.795

40.583
39.910
39.720

28.098

W

-+ sourjoxdouryowAX0IpAH-§ pue -0I0N[-S JO SISAYIUAS

souA dAH"

A AR

carbonOVNTE .atm,

T
150

100

USER: temple -- DATE: Nov 23 22:08:31 2006 EST (UT-5h) templ

|
50

T

I
0 PPM

F1: 100.628

[F2: 1.000

SW1: 23148

OF1: 10584 .8

PTS1d: 32768

| EX:

PW: 5.7 usec

PD: 5.0 sec

NA: 5000

LB:3.0

WinNuts - $WS FTP.1
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10 8 6 4 2 0 PPM
1 3-CO2Me NBoc[2.1.1] syn-OTBS, proton.atm, USER: temple -- DATE: Apr 15 10:40:12 2008 EDT (UT-4h)_templ |
PMO.IQ,O_,_ [F2: 1.000 SW1: 8013 OF1:2004.1 PTS1d: 32768
LEX: . PW:9.8 us PD: 1.0 sec NA: 16 LB: 0.Nuts - 3-CO2Me NBoc[2.1.1] syn-OTBS---H--eram-1050
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-5.07
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—-J.

NAME
EXPNO
PROCNO
Date
Time
INSTRUM
PROBHD
PULPROG
TD
SOLVENT
NS

NS

SWH
FIDRES
AQ

RG

DW

DE

TE

CPDPRG?2
NUC2
PCPD2
PL2
PL12
PL13
PL2W
PL12W
PL13W
SFO2
SI
SF
WDW
SSB

B
GB
PC

200 180

160

T T T T
120 100 80

60 40

0
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110 °

! o

20080416 "
11.38 =
spect =)

5 mm PABBO BB- s
1

zgpg30 ®
65536 a
CDE&B o

P

T

a 4 -
29761.904 Hz 5
0.454131 Hz o
1.1010548 so &%
645 =]

16.800 us &
6.50 us: 3‘

291.5 K g
3.00000000 se: =
0.03000000 se. &
1 5

o

w

CHANNEL fl ======: .
13C .
9.00 us: 5
0.50 dB E%

85.96688843 W
125.7703643 MH

so1w|

CHANNEL f£2

80.00 use
2.00 dB
18.68 dB
13.68 dB
18.54325104 W
0.39827755 W
0.39827755 W
500.1320005 MHz
32768
125.7577967 MHz
M
0
2.00 Hz
0
1.40
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10 8 6 4 2 0 PPM

1-CO2Me NBoc[2.1.1] syn-OTBS, proton.atm, USER: temple -- DATE: Apr 15 11:13:14 2008 EDT (UT-4h)_templ |

| F1: 400.130 _1F2:1.000 SW1: 8013 OF1: 2003.9 PTS1d: 32768 N
LEX: PW:9.8 us PD: 1.0 sec NA: 16 LB: 0.Nuts - 1-CO2Me NBoc[2.1.1] syn-OTBS---H--eram-1051 _
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. 1-CO2Me NBoc[2.1.1] syn-OTBS, carbonOVNTE.ail, USER: temple - DATE: Jun 27 05:43:19 2008 EDT (UT-4h) templ |
| F1: 100.613 lE2;1,QOO SW1: 25126 OF1:10020.3 PTSid: 32768
EX: o 3 PW:5.7 us PD:2.0 sec NA: 7000 LB: 3.®uts - 1-CO2Me NBoc[2.1.1] syn-QTBS---C--eram-1310
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| 3-CH20H NBoc[2.1.1] syn-OTBS, proton.atm USER: temple — DATE: Jun 6 20:53:12 2008 EDT (UT-4h) templ |
F1: 400.130 F2: 1.000 SW1: 8013 OF1: 2003.9 PTS1d: 32768
EX: PW:9.8 us PD: 1.0 sec NA: 16 LB: 0Muts - 3-CH20H NBocf2.1.1] syn-OTBS---H--eram-1260 _
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150

3-CH20H NBoc[2.1.1] syn-OTBS, carbonQVNTE all,

T I T

‘
50 0 PPM
USER: temple -- DATE: Jun 8 12:37:05 2008 EDT (UT-4h) templ

F1:100.613 LF_Z: 1.000

SW1: 25126

OF1: 10021.9

LEX:

PW:5.7 us

PD: 5.0 sec

NA: 9000

LB: 3.Bluts - 3-

PTS1d: 32768 ]
'H20H NBoc¢[2.1.1] syn-OTBS---C--eram-1265 |
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8 6 4 2 0 PPM
3-CO2Me NAc[2.1.1] syn-QTBS, proton10MIN.atm, USER: temple -- DATE: May 13 09:37:43 2008 EDT (UT-4h) templ
F1:400.130 |F2: 1.000 SW1: 8278 OF1:2041.2 PTS1d: 32768
EX: PW:98 us PD: 1.0 sec NA: 128 DRit)-3-CO2Mee NAc[2.1.1] syn-OTBS-—H (D20)--eram-1175
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6V Synthesis of 5-Fluoro- and 5-Hydroxymethanoprolines ...Hyp Mimics
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USER: temple -- DATE: May 16 09:20:14 2008 EDT (UT-4h) templ

150

200

PTS1d: 32768
LB: 3.0Nuts - 31CO2Me NAc[2.1.1] syn-OTBS---C--eram-1181

OF1:10021.1
NA: 7000

PD: 5.0 sec

SW1: 25126
PW:5.7 us

3-CO2Me NAc[2.1.1] syn-OTBS, carbonOVNTE.all,
[F2: 1.000

Fl:100.613

EX:
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| Synthesis of 5-Fluoro- and 5-Hydroxymethanoprolines ...Hyp Mimics
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L

—y

L

n-OBz, carbonOVNTE.all,

100

150

PPM
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) temp

UT-4h

(

|

PTS1d: 32768

USER: temple -- DATE: Sep 21 10:34:53 2008 EDT

LB: 3.0 WinNuts - 31CO2Me NAc[2.1.1]syn-OBz---C--eram-1536 _

NA: 15000

 |OF1:10022.3

PD: 2.0 _sec

SW1:25126

PW: 5.7 usec

3-CO2Me NAc[2.1.1]

sy

F2:1.000

]

F1:100.613

EX:
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PTS1d: 32768
LB: ONuts - 3, 3-CO2Me NBoc[2.1.1] anti-OBz--H--eram-1406

USER: temple -- DATE: Jul 18 10:12:58 2008 EDT (UT-4h) templ

OF1: 2004.8
NA:70

PD: 1.0 sec
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200 150 100 50 PPM
3, 3'-CO2Me NBoc[2.1.1] anti-OBz (mixture), carbonQVNTE.al USER: temple -- DATE: Jul 19 08:15:54 2008 EDT (UT-4h) templ
F1:100.613 F2: 1.000 SW1:25126 OF1:10019.6 PTS1d: 32768
EX: PW:5.7 us PD:2.0 sec NA: 13000 LB: 3Muts - 3, 3'-CO2Me NBocf2.1.1] anti-OBz--C--eram-1408
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Endo-3-CO2Me NAc[2.1.1] anti-OBz, proton10MIN.atm, USER: temple -- DATE: Jul 16 10:52:16 2008 EDT (UT-4h) templ
F1:400.130 F2:1.000 SW1: 8278 OF1:2003.8 PTS1d: 32768
EX: PW:9.8 us PD: 1.0 sec NA: 228 NutsL-EEn@id -3-CO2Me NAc[2.1.1] anti-OBz--CDCI3--H--eram 1389
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PTS1d: 32768

: Bnldo -3-CA2Me NAc[2.1.1] anti-OBz--D20--H--eram1401

USER: temple -- DATE: Jul 16 16:21:53 2008 EDT (UT-4h) templ

OF1: 2040.8
NA: 180

N

PD: 1.0 sec

SW1: 8278
PW:9.8 us

] anti-OBz, proton10MIN.atm,

endo-3-CO2Me NA¢[2.1.1

F2: 1.000

F1: 400.130

EX:
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Synthesis of 5-Fluoro- and 5-Hydroxymethanoprolines ...Hyp Mimics
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3-CO2Me NAc[2.1.1]0Bz , carbon2HR.at

F1: 100.613

LEX:

PTS1d: 32768

USER: temple -- DATE: Jan 28 03:14:40 2008 EST (UT-5h) templ

OF1: 10016.5
NA: 5048

NutsBFhdo -3-CO2Me NAc[2.1.1] anti-OBz--CDCI3--C--eram839

PD: 2.0 sec

SW1: 25126
PW:5.7 us

F2: 1.000
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Synthesis of 5-Fluoro- and 5-Hydroxymethanoprolines ...Hyp Mimics
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400 MHz CDCl,

i

OF1: 2002.5
NA: 16

JL._J\JLK

PPM

10

3-CO2Me NAc[2.1.1] OBz

]

PTS1d: 32768

: B¥o-3-CO2Me NAc[2.1.1] anti-OBz--CDCI3--H--eram-794 |

USER: temple -- DATE: Nov_5 00:06:55 2007 EST (UT-5h) templ

N

PD: 1.0 sec

SW1: 8278

PW:9.8 us

(Major), proton.atm,

.000

[F2: 1

F1:400.191
EX:
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Synthesis of 5-Fluoro- and 5-Hydroxymethanoprolines ...Hyp Mimics
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PTS1d: 32768

R: temple -- DATE: Feb 15 21:56:50 2008 EST (UT-5h) templ

9
LS

Nt -1Exo-3-CO2Me NAc[2.1.1] anti-OBz--D20--H--eram906

USH

OF1: 2040.6

NA: 328

PD: 1.0 sec

SW1: 8278
PW:9.8 us

F2: 1.000

]

3-CO2Me NAc[2.1.1]OBz, proton10MIN.atm,

|F1: 400.130

LEX:
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Synthesis of 5-Fluoro- and S-Hydroxymethanoprolines ...Hyp Mimics
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e NAc[2.1.1] anti-OBz--CDCI3--C--eram-793

PTS1d: 32768

: Fx00-3-CO

USER: temple -- DATE: Nov 5 00:02:05 2007 EST (UT-5h) templ

OF1: 10581.5
NA: 3248

PD:2.0 sec

SWI1:23148

PW:5.7 us

3-CO2Me NAc[2.1.1] OBz, carbon2HR.atm,
__IF2: 1.000

F1: 100.628
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