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O NAME 200611223
EXPNO 1
PROCNO i
Fmoc-Val-Ala-Gly-Ind-NH,
F2 - Acquisition Parameters
1 5 Oate_ 20061123
Time 15.57
INSTAUM spect
PROBHD 5 mm Multinuc
PULPROG 2930
™ 32768
SOLVENT cocl3
NS 16
DS 2
SNH 3591854 Hz
FIORES 0.109618 H2
AQ0 4.9613556 sec
RG 574.7
Dw 139.200 usec
DE 6.00 usec
TE 300.0 K
1}] 1.00000000 sec
- Py .00 usec
SFO1 300.1315007 MHz
NUCH 1H
PLY ~4.50 dg
F2 - Processing parameters
SI 16384
SF 300. 1300000 MHz
HOW EM
558 0
LB 0.30 Hz
6B 0
PC 1.00
1D NMA plot parameters

ox 20.00 cm
Y Fip 9,000 ppm
Fi 2701.17 Hz
Fep 0.500 ppm

2 150.06 Hz
7/) \\ g . PPMCM 0.42500 ppm/cm
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'H NMR (dmso-d,, 298K, 300 MHz) & 8.26 (m, 1H, NH-Gly); 8.16 (s, 2H, H-4, H-6); 8.10 (d,
1H NH-Ala, *Jy;;,, 8.3 Hz); 8.08 (s, 1H, C-terminal NH); 7.89 (d, 2H, Fmoc, °J 7.4 Hz); 7.70 (m,
2H, Fmoc); 7.74 (t, 2H, Fmoc, °J 6.7 Hz); 7.58 (s, 1H, C-terminal NH'); 7.48-7.38 (m, 3H, NH-
Val, Fmoc); 7.32 (t, 2H, Fmoc); 4.41 (t, 1H, Ha-Ala); 4.35-4.14 [m, 7H, Ha-Gly, Ha'-Gly, CH,
CH, (Fmoc), H-2, H-2']; 3.89 (dd, 1H, Ha-Val), 3.26 (t, 2H, H-2, H-2"), 1.98 (m, 1H, H-B-Val);
1.23 (d, 3H, 3xHp-Ala); 0.65 (t, 6H, 3xHy-Val, 3xH-y'-Val) ppm.
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"C NMR (dmso-d,, 298K, 75 MHz) § 172.5; 170.9; 167.8; 165.6; 156.1; 143.9; 143.8; 140.7;
139.4; 137.8; 136.1; 130.6; 128.0; 127.7; 127.1; 125.4; 121.8; 120.1; 65.7; 60.0; 49.0; 47.9; 46.7,
42.2;30.4; 28.4; 19.3; 18.4; 18.2 ppm.
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Pulse Sequence: presat
Solvent: dmso

Temp. 25.0 C / 298.1 K
File: km-8-14-1h1
INOVA-500 “xenon"

Relax. delay 0.100 sec
Pulse 73.0 degrees
8.4 sec

Acg.
Width 5500.2 Hz
32 repetiti

tions O

OBSERVE  H1, 500.1137913 MHz O,N
DATA PROCESSING 2
Line broadening 0.3 Hz H O NH,
FT size 32768 o N\)J\ H o
otal time 2 min, 36 sec
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Fmoc-Ala-Val-Ala-Ind-NH,
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'H NMR (dmso-d,, 298K, 500 MHz) 6 8.41 (d, 1H, NH-Ala-2, 3JNH’(, 6.1 Hz); 8.17, 8.14, 8.06
(3s, 3H, H-4, H-6, C-terminal NH); 7.87 (d, 2H, Fmoc, *J 7.4 Hz); 7.70 (m, 2H, Fmoc); 7.65 (d,
1H, NH-Val, 3JNH,G 9.0 Hz); 7.54 (m, 2H, NH-Ala-1, C-terminal NH"); 7.40 (t, 2H, Fmoc, °J 7.3
Hz); 7.31 (t, 2H, Fmoc); 4.68 (m, 1H, H-a-Ala-2); 4.58 (m, 1H, H-2); 4.29-4.17 (m, 5H, H-a-
Val, CH-Fmoc, CH,-Fmoc, H-2); 4.10 (m, 1H, H-a-Ala-1); 3.29-3.15 (m, 2H, H-3, H-3"); 1.91
(m, 1H, H-p-Val); 1.28, d, 3H, 3xH-p-Ala-2, 3.1%ﬁ 6.7 Hz); 1.18 (d, 3H, 3xH-B-Ala-1, 3J%ﬁ 7.0
Hz); 0.81 (d, 3H, 3 x H-y-Val, 3.](”3 6.7 Hz); 0.77 (d, 3H, 3 x H-y'-Val, 3Jaﬁ 6.4 Hz) ppm.
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Pulse Sequence: s2pul
Solvent: dmso

Temp. 25.0 C / 298.1 K
File: km-8-14-13¢
INOVA-500 “xenon'

Relax. delay 1.500 sec
Pulse 56.8 degrees

titions
OBSERVE C13, 125.7537712 MHz
DECOUPLE H1, 500.1162863 MHz
Power 40 dB
continuously on

WALTZ-16 modulated
DATA PROCESSING

£
Line broadening 3.0 Hz Q O,N
FT size 131072 2
Total time 12 hr, 50 min, 52 sec H 9] X"/H o) NH2
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.I'} \:g;/ \\E”JL\Nij \\‘Z"ML‘"PJ

Fmoc-Ala-Val-Ala-Ind-NH,
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C NMR (dmso-dg, 298K, 126 MHz) & 172.3; 171.8; 170.9; 165.6; 155.6; 143.9; 143.7; 140.7;

139.2; 138.0; 136.6; 130.6; 128.1; 127.6; 127.1; 125.3; 125.2; 121.8; 120.1; 79.2; 65.6; 56.9;
50.1; 49.9; 47.2; 46.6; 30.9; 28.4; 19.1; 18.1; 17.9; 16.5 ppm.
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Pulse Seguence: presat
Solvent: dmso

Temp. 25.0 C s 298.1 K
File: km-gly-th
INOVA-500 ''xenon™

Relax. delay 0.100 sec
ees

Pulse 82.7 degr
Acq. time 3.439 sec
Width 5500.2 Hz
32 repetitions
() vy wo
Line broadening 0.3 Hz O, N /K‘/N
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'H NMR (dmso-dg, 298K, 500 MHz) § 8.53 (m, 1H, NH-Gly); 8.04 (d, 2H, NH-Ala, *Jyy, 7-4);
8.10 (d, 1H NH-Ala, *Jy,, 8.3 Hz); 7.88 (d, 2H, Fmoc, *J 7.7 Hz); 7.23 (t, 2H, Fmoc); 7.43-7.38
(m, 3H, NH-Val, Fmoc); 7.31 (t, 2H, Fmoc); 4.36 (m, 1H, Ha-Ala); 4.32-4.18 [m, 3H, CH, CH,
(Fmoc)]; 4.04 (dd, 1H, Ha-Gly, *J,, 17.5Hz, *J,xy 6.4Hz), 3.93-3.86 (m, 2H, Ho'-Gly, Ho-
Val), 2.78 [q, 2H, CH, (Et), °J 7.4 Hz]; 1.98 (m, 1H, HB-Val); 1.26 (d, 3H, 3xHBAla); 1.12 [t,
3H, CH; (Et)]; 0.85 (d, 3H, 3xHy-Val, SJM 6.7Hz); 0.83 (d, 3H, 3xH-y'-Val, 3JM 7.1Hz) ppm.
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Puise Sequence: s2pul
Solvent: dmso

emp.
File: km-gly-13c
INOVA-500 ‘“xenon"

Relax. delay 1.500 sec
Pulse 56.8 degrees

Acqg. time 0.809 sec

width 29982.5 Hz

5672 repetitions

OBSERVE €13, 125.7537730 MHZ
DECOUFLE H1, S00.1162863 MHz
Power 40

continucusly on
SR bR N3 N2
Line broadening 3.0 Hz O, N\)J\ N\/J\ el
FT size 131072 N e N S

Total time 6 hr, 25 min, 28 sec O fo) H H O

Fmoc-Val-Ala-Gly-SEt
17
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“C NMR (dmso-d,, 298K, 126 MHz) & 198.4; 172.7; 170.8; 156.1; 143.9; 143.8; 140.7; 127.6;
127.0; 125.3; 120.1; 65.6; 59.9; 48.7; 47.9; 46.7; 30.3; 29.0; 22.1; 19.2; 18.1; 14.6 ppm.
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Puise Sequence: presat

Solvent: dmso
Temp. 25.0 C / 298.1 K
File: km-ala-1h
INOVA-500 "xen

on'"

Relax. delay 0.100 sec
Pulse 83.5 degrees
Acq. time 3.439 sec
Width 5500.2 iz
32 repetitions

0BSERVE  H1, 500.1137813 MHZ

DATA PROCESSING
Line broadening 0.3 Hz
FT size 32768

Total time z min, 36 sec

Fmoc-Ala-Val-Ala-SEt

18

2.87
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'H NMR (dmso-d,, 298K, 500 MHz) 6 8.57 (d, 1H, NH-Ala-2, 3JNan 7.1 Hz); 7.88 (d, 2H, Fmoc,
’J 7.4 Hz); 7.70 (m, 2H, Fmoc); 7.64 (d, 1H, NH-Val, 3JNH,G 9.4 Hz); 7.55 (d, 1H, NH-Ala-1,
3JNH’(1 8.1 Hz); 7.41 (t, 2H, Fmoc, °J 7.4 Hz); 7.32 (t, 2H, Fmoc); 4.36 (m, H-a-Ala-2); 4.31-4.18
(m, 4H, H-a-Val, CH-Fmoc, CH,-Fmoc); 4.13 (m, 1H, H-a-Ala-1); 2.76 (q, 2H, CH,-SEt, 3] 7.4
Hz); 2.06 (m, 1H, H-B-Val); 1.25 (d, 3H, 3xH-B-Ala-2, 3.101,ﬁ 7.1 Hz); 1.20 (d, 3H, 3xH-B-Ala-1,
3Jm’B 7.1 Hz); 1.12 (t, 3H, CH,-SEt); 0.87 (d, 3H, 3xH-y-Val, 3J0l,[3 6.7 Hz); 0.84 (d, 3H, 3 x H-y'-
Val, °J,; 6.7 Hz) ppm.

PRIVILEGED DOCUMENT FOR REVIEW PURPOSES ONLY



Pulse Sequence: s2pul
Solvent: dmso
Temp. 25.0 C s 288.1 K
File: km-ala-13cl
INOVA-500 ‘“xenon"

Relax. delay 1.500 sec
Pulse $6.8 degrees

Acq. time 0.804 s

Width 29962.5 Hz

27664 repetitions

0BSERVE CL3, 125.7537713 MHz
DECOUPLE H1, 500.1162853 MHz
Power 40 dB

continuously on
WALTZ-16 modulated
DATA PROCESSING
Line broadening 3.0 Hz

FT size 131072

Total time 18 hr, 16 min, 17 sec
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“C NMR (dmso-d,, 298K, 126 MHz) & 201.5; 191.8; 177.8; 171.0; 159.8; 155.6; 147.3; 144.9;
143.9; 140.7; 131.2; 127.6; 127.1; 125.2; 120.1; 65.6; 56.8; 54.7; 50.0; 46.6; 38.2; 30.8; 22.3;
19.4; 18.2; 17.5; 17.4; 14.6 ppm.
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