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Selected NMR spectra *
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Compound 13 H Page 2-5
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Compound 17 H Page 14-17
Compound 18 H Page 18-21
Compound 21 H Page 22-25
Compound 22 H Page 26-29
Compound 23 H Page 30-33
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¥ variation in the experimental conditions, such as the solvent system or temperature,
could not resolve the severe overlap of resonances in the '"H NMR spectra due to the
high degree of symmetry present in the gramicidin S analogues and the dimers thereof.
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Current Data Parameters
NAME gijs042003

EXPNO 8
PROCNO 1

F2 - Acquisition Parameters
Date_ 20030405

Time 18.03
INSTRUM avance400
PROBHD 5 mm BBI 1H-BB
PULPROG zgpr

TD 19228
SOLVENT MeOD

NS 64

DS 0

SWH 3720.238 Hz
FIDRES 0.193480 Hz
AQ 2.5842931 sec
RG 161.3

DW 134.400 usec
DE 8.50 usec

TE 300.0 K

D1 1.00000000 sec
d12 0.00002000 sec
d13 0.00000300 sec
======== CHANNEL f1 ========
NUC1 1H

P1 7.30 usec

PL1 4.00 dB

PL9 52.29 dB

SFO1 400.1319405 MHz

F2 - Processing parameters

SI 32768

SF 400.1300114 MHz
WDW GM

SSB 0

LB -0.20 Hz

GB 0.4

PC 1.00
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mwellOl (epjel )298 K

Current Data Parameters
NAME gijs042003

N M 0NN WON orn~Mm N O OO o< EXPNO 8
Q0 HoOY O @O M LOND FA PROCNO 1
QO ONNN 0SS D010 MONN NN
©© © @ 0w © @ ® ~~~ S~ F2 - Acquisition Parameters
Date_ 20030405
Time 18.03
INSTRUM  avance400
PROBHD 5 mm BBI 1H-BB
PULPROG zgpr
D 19228
SOLVENT MeOD
NS 64
DS 0
SWH 3720.238 Hz
FIDRES 0.193480 Hz
AQ 2.5842931 sec
NH; Q OE RG 161.3
_ )OEt DW 134.400 usec
0 H:z O H = DE 8.50 usec
R4 NI N= TE 300.0 K
N N N o] D1 1.00000000 sec
H O H O d12 0.00002000 sec
d13 0.00000300 sec
O H o H
0] N

Hy SFO1  400.1319405 MHz
F2 - Processing parameters
SI 32768

13 SF 400.1300114 MHz

WDW GM
SSB 0
LB -0.20 Hz
GB 0.4
PC 1.00

R I I B I B I I I B L R B L B L B L I R

9.0 8.9 8.8 8.7 8.6 8.5 8.4 8.3 8.2 8.1 8.0 7.9 7.8 7.7 7.6 7.5 7.4 7.3 7.2 7.1 ppm
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mwellOl (epjel )298 K

Current Data Parameters
NAME 0ijs042003
8

N~ o o~ MUOUNODONDDHNOO VOO W —~ - < VOTFTOoOOM N O~ o o O EXPNO
0 M %7} < o VOTNAOROOMAODN < © ~ ~ MOOO D — O © © N YN PROCNO 1
[ToRs) < ™M dddd490000000m O ® © < NOHOHONN P k=g=Re] o o o
< < < < < T TITTIITIISTITOMN O M ™ ™ mMmMmMmMmm mMmmm N N N 1N|>nnc_m_~_03ﬁm_‘m3m~m_‘m
Date_ 20030405
Time 18.03
INSTRUM avance400
PROBHD 5 mm BBI 1H-BB
PULPROG zgpr
D 19228
SOLVENT MeOD
NS 64
DS 0
SWH 3720.238 Hz
FIDRES 0.193480 Hz
AQ 2.5842931 sec
ﬁzzw Q OEt RG 161.3
ivr DW 134.400 usec
AR ENEE BE e
N N NIANS N o D1 1.00000000 sec
H O H O di12 0.00002000 sec
d13 0.00000300 sec
O H o H N
N__~ N ======== CHANNEL f1 ========
O N YN g NUC1 1H
Q H O:=H oM, P1 7.30 usec
d N3 PL1 4.00 dB
PL9 52.29 dB
HoN SFO1  400.1319405 MHz
F2 - Processing parameters
S| 32768
13 SF 400.1300114 MHz
WDW GM
SSB 0
LB -0.20 Hz
GB 0.4
PC 1.00

I [ I I N [rrTrTTrT [rorrreTeT [rorrereT [rorrreTe [rorrree [reTrrTee prrTrree prrTrree [ prorerrnny proveree prerrrren preeeet
4.6 4.5 4.4 4.3 4.2 4.1 4.0 3.9 3.8 3.7 3.6 3.5 3.4 3.3 3.2 3.1 3.0 ppm
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mwellOl (epjel )298 K

Current Data Parameters
NAME gijs042003

=HONWOMOOOON NS SN O ONS MM ~ oM OFOAHOMNMNM ML~ OEANL T OM 0 EXPNO 8
DOIMAOR T OOM N O D DN M ® © L AdOONTOAHON ©JN NONO®DOL S M PROCNO 1
OOWLOWLLW Y I NANNNN A A oo e® Co© LeRTA A A A AR NN D0 00 KQ K0 R
NANNNNNNN NANNNNNNN ANN—AAAA — e e [ejeolojojololo}oNe] _HNI>nQ:_mEo:_um_‘w3m~ma
\\ \ :\ // /// , \\\ A
Time 18.03
INSTRUM avance400
PROBHD 5 mm BBI 1H-BB
PULPROG zgpr
™ 19228
SOLVENT MeOD
NS 64
DS 0
SWH 3720.238 Hz
FIDRES 0.193480 Hz
AQ 2.5842931 sec
NHz Q OEt RG 161.3
‘VV DW 134.400 usec
NASINEE £ S
N N NIANS N o D1 1.00000000 sec
H O H O di2 0.00002000 sec
d13 0.00000300 sec
O H o H N
N N ======== CHANNEL f1 ========
O >N 32 JlC NUC1 1H
H O=H oM, P1 7.30 usec
d N3 PL1 4.00 dB
PL9 52.29 dB
HoN SFO1  400.1319405 MHz
F2 - Processing parameters
s 32768
13 SF 400.1300114 MHz
WDW GM
SSB 0
LB -0.20 Hz
GB 0.4
PC 1.00

2.7 2.6 2.5 2.4 2.3 2.2 21 2.0 1.9 1.8 1.7 1.6 15 14 13 1.2 11 1.0 0.9 0.8 0.7 ppm
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mwell01 (epje 1

) 298 K, cleanTOCSY Tmix=70msec

Current Data Parameters
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NAME 0ijs042003
EXPNO 9
PROCNO 1
F2 - Acquisition Parameters
Date_ 20030405
Time 18.34
INSTRUM avance400
PROBHD 5 mm BBI 1H-BB
PULPROG  clmlevphpr
TD 2048
SOLVENT CDCI3
NS 32
DS 256
SWH 3720.238 Hz
FIDRES 1.816522 Hz
AQ 0.2753012 sec
RG 2048
DW 134.400 usec
DE 8.50 usec
TE 300.0 K
do 0.00000300 sec
D1 1.00000000 sec
di1 0.03000000 sec
di2 0.00002000 sec
d13 0.00000400 sec
D20 0.00006500 sec
INO 0.00026880 sec
[ w L1 18
MCREST 0.00000000 sec
MCWRK 0.00999999 sec
STICNT 256
======== CHANNEL f1 ========
NUC1 1H
P1 6.10 usec
p5 16.67 usec
P6 25.00 usec
[ h. p7 50.00 usec
P17 2500.00 usec
PL1 4.00 dB
PL9 52.29 dB
PL10 16.50 dB
SFO1 400.1319388 MHz
F1 - Acquisition parameters
NDO 1
- m D 512
SFO1 400.1319 MHz
FIDRES 7.266090 Hz
Sw 9.298 ppm
FnMODE  States-TPPI
F2 - Processing parameters
SI 2048
SF 400.1300114 MHz
-6 WDW QSINE
SSB 2.3
LB 0.00 Hz
GB 0
PC 1.00
F1 - Processing parameters
SI 1024
MC2 States-TPPI
— N SF 400.1300064 MHz
WDW QSINE
SSB 2.1
LB 0.00 Hz
GB 0

ppm
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) 298 K, cleanTOCSY Tmix=70msec

Current Data Parameters
NAME 0ijs042003
9

OO

0000

EXPNO
PROCNO 1
3 F2 - Acquisition Parameters
PP Date_ 20030405
Time 18.34
y INSTRUM avance400

PROBHD 5 mm BBI 1H-BB
PULPROG  clmlevphpr

L TD 2048
SOLVENT CDCI3
L NS 32
DS 256

3720.238 Hz
FIDRES 1.816522 Hz

r AQ 0.2753012 sec
RG 2048

r DW 134.400 usec

| DE 8.50 usec
TE 300.0 K

L do 0.00000300 sec
D1 1.00000000 sec

0.03000000 sec
0.00002000 sec
0.00000400 sec
0.00006500 sec

) e
) r INO 0.00026880 sec
L1 18

r MCREST 0.00000000 sec
| MCWRK 0.00999999 sec
0 STICNT 256
- N . O ======== CHANNEL f1 ========
L NUC1 1H
P1 6.10 usec
@@! L p5 16.67 usec
& P6 25.00 usec
r p7 50.00 usec
P17 2500.00 usec
§ PL1 4.00 dB
PL9 52.29 dB
— N.m PL10 16.50 dB

i F1 - Acquisition parameters
1

NDO
o TD 512
SFO1 400.1319 MHz
r FIDRES 7.266090 Hz
Sw 9.298 ppm

FnMODE  States-TPPI

F2 - Processing parameters

| s| 2048
SF 400.1300114 MHz
| WDW QSINE
SSB 2.3
L LB 0.00 Hz
cB 0

F1 - Processing parameters

s 1024
r MC2 States-TPPI
| SF 400.1300064 MHz
WDW QSINE
| SSB 21
LB 0.00 Hz
- N_. O GB 0
70%)
A

-4.5

9.0

8.8

8.6

8.4

8.2

8.0

7.8 7.6 7.4 ppm
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mwcl101 (epje 1l )298 K

Current Data Parameters
NAME gijs042003
EXPNO 6
PROCNO 1

F2 - Acquisition Parameters
Date_ 20030405

Time 15.21
INSTRUM avance400
PROBHD 5 mm BBI 1H-BB

PULPROG zgpr
TD 19228
SOLVENT MeOD
NS 64

DS 0

SWH 4807.692 Hz
FIDRES 0.250036 Hz
AQ 1.9997621 sec
RG 456.1

DW 104.000 usec
DE 8.50 usec
TE 300.0 K

D1 1.00000000 sec

d12 0.00002000 sec
di3 0.00000300 sec

======== CHANNEL fl ========
NH NUC1 1H
ﬁ P1 7.30 usec
L — PL1 4.00 dB
Dlof n% n g PLO 52.29 dB
z z “ON o SFO1  400.1319379 MHz
© H O F2 - Processing parameters
sl 32768
SF 400.1300115 MHz
a>z WDW GM
5\\ SSB 0
LB -1.61 Hz
mo»«I ) L6:
Imz PC 1.00
14

9.0 8.5 8.0 7.5 7.0 6.5 6.0 55 5.0 4.5 4.0 3.5 3.0 2.5 2.0 15 1.0 ppm
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mwcl101 (epje 1l )298 K

Current Data Parameters
NAME gijs042003

NO MO ®® NN~ O S © © M NANWNNSOONLWD EXPNO 6
O OOONANd N OO ®© OO NN M PROCNO 1
Q@ QNSNS NSNS IS N0 L0 MMMMMONNN
0 00000 M 00 00 0 © NSNS NN NN NN NSNS NS F2 - Acquisition Parameters
\ Date__ 20030405
Time 15.21
INSTRUM avance400
PROBHD 5 mm BBI 1H-BB
PULPROG zgpr
TD 19228
SOLVENT MeOD
NS 64
DS 0
SWH 4807.692 Hz
FIDRES 0.250036 Hz
AQ 1.9997621 sec
RG 456.1
DW 104.000 usec
DE 8.50 usec
TE 300.0K
D1 1.00000000 sec
d12 0.00002000 sec
di3 0.00000300 sec
======== CHANNEL fl ========
NH> NUC1 1H
ﬁ P1 7.30 usec
> PL1 4.00 dB
Dlof n% n w@ PL9 52.29 dB
N N > N (o] SFO1 400.1319379 MHz
H O H O F2 - Processing parameters
O H 0 H S| 32768
N SF 400.1300115 MHz
O—N z%zﬁz WDW GM
i H iH oY, SSB 0
N LB -1.61 Hz
B0~ q 3 GB 0.4
(0] HoN PC 1.00

b Mot oo A é
v Ll Ll (AR " ¥ V LA & v

9.0 8.9 8.8 8.7 8.6 8.5 8.4 8.3 8.2 8.1 8.0 7.9 7.8 7.7 7.6 7.5 7.4 7.3 ppm
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mwcl101 (epje 1l )298 K

Current Data Parameters
NAME gijs042003

NOm MNNMO OO VONTITMNMONONNOLD N M0 00O O 0 — DO © < O EXPNO 6

TN O COVTMHD 0N~ OCMMANTAODNNNHONO D 0 o © NMOOOoO OO NN D © ~ 0 PROCNO 1

Lo WS NSSTON0Om A AAA410000Q0Q 000X ~© MQOMOANN dAHH00O o 0 0

< < < TS TSI TOMNMO M ™o [N N Neo Ko MOmMmMm™ o N F2 - Acquisition Parameters
Date_ 20030405
Time 15.21
INSTRUM avance400
PROBHD 5 mm BBl 1H-BB
PULPROG zgpr
TD 19228
SOLVENT MeOD
NS 64
DS 0
SWH 4807.692 Hz
FIDRES 0.250036 Hz
AQ 1.9997621 sec
RG 456.1
DW 104.000 usec
DE 8.50 usec
TE 300.0 K
D1 1.00000000 sec
d12 0.00002000 sec
d13 0.00000300 sec
=z======= CHANNEL fl ========

NH; NUC1 1H

N N 0} SFO1  400.1319379 MHz
H O H O F2 - Processing parameters
O H o H N ] 32768
SF 400.1300115 MHz
0N zao> 2¥Hz T WDW GM
I H = H “, SSB 0
EtO A«’ q N3 _%m -wmp Hz
0 HoN PC 1.00
14

! :

I B I L B B L B L B B L B B B R I R L

4.6 4.5 4.4 4.3 4.2 4.1 4.0 3.9 3.8 3.7 3.6 3.5 3.4 3.3 3.2 3.1 3.0 2.9 ppm
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mwc1101 (epje 1
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2.7 2.6 2.5 2.4 2.3 2.2 2.1 2.0 1.9 1.8 1.7 1.6 1.5 1.4 1.3 1.2 1.1 1.0 0.9 ppm

Current Data Parameters

NAME gijs042003
EXPNO 6
PROCNO 1

F2 - Acquisition Parameters
Date_ 20030405

Time 15.21
INSTRUM avance400
PROBHD 5 mm BBI 1H-BB
PULPROG zgpr

TD 19228
SOLVENT MeOD
NS 64

DS 0

SWH 4807.692 Hz
FIDRES 0.250036 Hz
AQ 1.9997621 sec
RG 456.1

DW 104.000 usec
DE 8.50 usec

TE 300.0 K

D1 1.00000000 sec

d12 0.00002000 sec
di3 0.00000300 sec

======== CHANNEL f1 ========
NUC1 1H

P1 7.30 usec

PL1 4.00 dB

PL9 52.29 dB

SFO1 400.1319379 MHz

_um Processing parameters

32768
m_n 400.1300115 MHz
WDW GM
SSB 0
LB -1.61 Hz
GB 0.4
PC 1.00

11
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mwcl101 (epje 1 ) 298 K, cleanTOCSY Tmix=70msec

Current Data Parameters
NAME 0ijs042003
7

EXPNO
PROCNO 1
F2 - Acquisition Parameters
_; __ Date_ 20030405
1 Time 15.39
Q INSTRUM avance400
’ PROBHD 5 mm BBI 1H-BB
° @ . @ % % PULPROG  clmlevphpr
e w TD 2048
SOLVENT CDCI3
$ a NS 8
N DS 128
@ o w . SWH 3720.238 Hz
. FIDRES 1.816522 Hz
o AQ 0.2753012 sec
@ ° > @ RG 2048
$ DW 134.400 usec
- ¢ ¥ @ o 20 -2 PE oSt
i) :
) 9 i do 0.00000300 sec
® > fe &8 o b o D1 1.00000000 sec
# di1 0.03000000 sec
] @ di2 0.00002000 sec
wv CI d13 0.00000400 sec
o D20 0.00006500 sec
4 INO 0.00026880 sec
' [ ) [ L1 18
© P " 2 3 MCREST  0.00000000 sec
0 MCWRK 0.00999999 sec
STICNT 256
=z======= CHANNEL fl ========
NUC1 1H
P1 6.10 usec
n p5 16.67 usec
o | L. P6 25.00 usec
% o 0 p7 50.00 usec
@ P17 2500.00 usec
PL1 4.00 dB
Q ) PL9 52.29 dB
° @@ . PL10 16.50 dB
8 &M«% . 0 SFO1 400.1319375 MHz
F1 - Acquisition parameters
i L NDO 1
I_..Iv TD 512
SFO1 400.1319 MHz
FIDRES 7.266090 Hz
Sw 9.298 ppm
FNnMODE  States—-TPPI
F2 - Processing parameters
» sl 2048
4 SF 400.1300115 MHz
4 [~ @ WDW QSINE
o i SSB 2.3
? i LB 0.00 Hz
A Y ( GB 0
» d PC 1.00
m H F1 - Processing parameters
¢ H S| 1024
> i MC2 States-TPPI
w M ﬂ SF 400.1300065 MHz
14 i WDW QSINE
§ i SSB 2.1
LB 0.00 Hz
ﬁz_._m I GB 0
® @ w P |
o Hio [ H () I
ﬂsz NIA AN o _ I
HO HO g 8
O H o H \ Mw i
O N N d\/ N N i
3 H 3 f
s H O:ZH vak/\w\z @ & e 0 f
m~OA&’ J 3 &@ m & ¢ oD I
0 HoN & 19
LY

T IR N N

14 9.0 85 80 75 7.0 6.5 6.0 55 50 45 40 35 3.0 25 20 15 1.0 ppm

UL L BN BN NLNLALELE NLALELEL BN BLELELELE BLRL
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mwcl101 (epje 1 ) 298 K, cleanTOCSY Tmix=70msec

Current Data Parameters

NAME 0ijs042003

EXPNO 7

PROCNO 1

F2 - Acquisition Parameters
e bt hmanctidrr PPM  pae 20030405

Time 15.39

[ INSTRUM avance400
| PROBHD 5 mm BBI 1H-BB
PULPROG  clmlevphpr
@ | ™ 2048
SOLVENT cbci3
~1.0 NS 8
. DS 128
SWH 3720.238 Hz
FIDRES 1.816522 Hz
AQ 0.2753012 sec
RG 2048
DW 134.400 usec
ﬁ\.f, DE 8.50 usec
q TE 300.0 K
A ( do 0.00000300 sec
D) —1.5 D1 1.00000000 sec
NP di1 0.03000000 sec
d12 0.00002000 sec

% d13 0.00000400 sec
D20 0.00006500 sec

INO 0.00026880 sec

L1 18
MCREST 0.00000000 sec
O MCWRK 0.00999999 sec
@ Q 2.0 STICNT 256
=z======= CHANNEL fl ========
NUC1 1H
P1 6.10 usec
p5 16.67 usec
P6 25.00 usec
p7 50.00 usec
P17 2500.00 usec
PL1 4.00 dB
—2.5 PLY 52.20 dB
PL10 16.50 dB
SFO1 400.1319375 MHz
F1 - Acquisition parameters
NDO 1
TD 512
SFO1 400.1319 MHz
_© ‘ % FIDRES 7.266090 Hz
[ SwW 9.298 ppm
L @ w . o FnMODE  States-TPPI
@ F2 - Processing parameters
SI 2048
SF 400.1300115 MHz
WDW QSINE
SSB 2.3
LB 0.00 Hz
GB 0
—3.5 pC 1.00
F1 - Processing parameters
SI 1024
MC2 States-TPPI
SF 400.1300065 MHz
WDW QSINE
SSB 2.1
NH LB 0.00 Hz

(e , 40 =

N
N H O H O
2N 2 NN a
O™ —N TN ©
A«’m H o: IH Jmuk/\w\z ) > -4.5
EtO 3 =
e} I~7U ﬁr\v/@&

L L R L R L R LR LR AR AR ALY LA

T

14 89 88 87 86 85 84 83 82 81 80 79 78 7.7 76 75 ppm

LARAN RAARRARARS L
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4292
4.253
4.236
4.129
4108
4.085
- 4.073
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3.228
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o€

S'¢
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ST

0T

3.220
3.216
3.212
3.124
3.081
3.051
3.047
3.043
3.039
3.035
3.023
3.010
2.991
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2.946
2.927
2.904
2.870
2.840
2.810
2.785
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mwe0806 - dimer N3/Et turn 1H, bbi—av400

Current Data Parameters
NAME Gijs092004
1

— MNOMO© - N © REVIND R IV ONNOT OO EXPNO
IN NSNS — o NIONO © < TTNOONOO PROCNO 1
@© ©oooonin M ©oOQ 1w NNNNN A
0 00 06 €0 06 63 06 O 0 o NNNN NN NNNNNNNNN F2 - Acquisition Parameters
Date_ 20040915
Time 10.01
INSTRUM avance400
PROBHD 5 mm BBI 1H-BB
PULPROG zgpr
TD 19228
SOLVENT H20
NS 1024
DS 0
NH o, OEt NH SWH 4807.692 Hz
2 2 FIDRES 0.250036 Hz
ﬁ N ﬂ AQ 1.9997621 sec
> < 3/, RG 256
0 H:o H§ ’ o H:o H u\@ DW 104.000 usec
ﬁZJLW_/ﬂ\ZQfZ N=_o ﬁzwlfz NSNS o DE 8.50 usec
H O H O H O H O TE 298.0 K
D1 1.00000000 sec
O H o H O H o H di2 0.00002000 sec
N N N N N N MCREST 0.00000000 sec
O N TN 5 O N YN 5 MCWRK  0.01500000 sec
Q, H OzH o, T H OzH ¢}
Z\ﬁ ======== CHANNEL f1 ========
H O NUC1 1H
P1 7.30 usec
H2N H2N PLL 4.00 dB
PL9 58.54 dB
SFO1 400.1319575 MHz
17 F2 - Processing parameters
Sl 32768
SF 400.1300435 MHz
WDW EM
SSB 0
LB 0.00 Hz
GB 0
PC 1.00

9.0 8.7 8.6 8.5

8.9 8.8 8.4 8.3 8.2
10 = S
- [o0] -

8.1 8.0 7.9 7.8 7.4 7.3 7.2 7.1 7.0 6.9 ppm

7.7 7.6 7.5
23933
S| |® |4
- - -

8.51
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mwe0806 — dimer N3/Et turn 1H, bbi—av400

Current Data Parameters
NAME Gijs092004
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date_ 20040915

Time 10.01
INSTRUM avance400
PROBHD 5 mm BBI 1H-BB

PULPROG zgpr
™ 19228
SOLVENT H20
NS 1024
DS 0
NH 0. _OEt SWH 4807.692 Hz
2 NHz FIDRES  0.250036 Hz
ﬁ N ﬂ AQ 1.9997621 sec
L < 3, RG 256
0 H:o H s “\ O H:o H u© DW 104.000 usec
ﬁszzqﬂﬂz&rz N~ o ﬁzwaz NIANSNT o DE 8.50 usec
b o TE 298.0 K
D1 1.00000000 sec
d12 0.00002000 sec

MCREST 0.00000000 sec

N N
MCWRK 0.01500000 sec
ﬁ T

Y P1 7.30 usec

Ha H2N PL1 4.00 dB
PL9 58.54 dB
SFO1 400.1319575 MHz

17 F2 - Processing parameters

SI 32768
SF 400.1300435 MHz
WDW EM
SSB 0
LB 0.00 Hz
GB 0
PC 1.00

3.5 2.0 15 1.0 ppm

B

1.70
2.56
3.39
1.35
1.24
2.38
3.53
2.39
8.68

[2] © [32] - <
o o |0 o |0

10.72
12.21
15.20
12.84

3.43

6.69
37.27
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mwe0806 - dimer N3/Et turn 1H, bbi—-av400

Current Data Parameters
NAME Gijs092004
1

© N~ © © OO —HONHNN O M ~ O W OONTOOM O NM 0 o MmN 0N oW M o O—HOTML EXPNO
0 © o ONNOTONO N © I O © FTONAOON 0 MmN O ® © X © 1 Mo OO MAODPON PROCNO 1
© © © © NSNS 0m o M ModA NNNANNAA = 44 O O OQC Q9 09 Q © QoM M~MNMN
— o~ - R R R R R e R e I | o A A A A A A L I I | o o O o O O OoOoocooo ﬂN\)OQC_m_:c:_Um_‘WE®~m_‘w
Date_ 20040915
Time 10.01
INSTRUM avance400
PROBHD 5 mm BBI 1H-BB
PULPROG zgpr
TD 19228
SOLVENT H20
NS 1024
DS 0
NH 0. _OEt NH SWH 4807.692 Hz
2 2 FIDRES 0.250036 Hz
ﬁ N ﬂ AQ 1.9997621 sec
o) H: O H £ N0 H: o H u© Bw 104000 usec
lez/\m«z&z N=_o ?z NSNS o DE 8.50 usec
N b O ) N b o b o TE 298.0 K
D1 1.00000000 sec
O H o H O H o H di2 0.00002000 sec
N N N N N N MCREST 0.00000000 sec
O™ vN TN é O N v N 5 MCWRK  0.01500000 sec
Q, H Oz H oM, ~H Oz H 0
Z\ﬂ ======== CHANNEL 1 ========
H O PPt 7304
B usec
HaN HaN PLL 4.00 dB
PL9 58.54 dB
SFO1 400.1319575 MHz
17 F2 - Processing parameters
SI 32768
SF 400.1300435 MHz
WDW EM
SSB 0
LB 0.00 Hz
GB 0
PC 1.00

L B e B T B D N B B L L BSOS B L s o B B S S B

175 170 165 160 155 150 145 140 135 130 125 120 115 110 105 1.00 095 090 085 080 0.75 ppm

T

12.21
15.20
12.84

3.43
37.27



GROTENBR
17


2.05
9.30
930

8T

0'6

S'8

0’8

S’

0L

S'9

09

S'S

0's

k4

(07

S'e

(2

q'¢

0¢

ST

0T

S0

wdd

89/2¢
sleloweled Buissadold — z4

ZHIN 9€¥00€T 00%

TONN

HT
T4 TINNVHO

ap 6809
gap 00y
28sN 0g°L

ZHIN GLS6TET 00Y

NIMOW
1S3HON
TP

1a

31

3a

Ma

oY

952
089S 129.666'T

M 0'86C
ZH 9€0052°0

08S 00000STO0
28s 00000000°0
08S 000200000
08s 00000000 T
28sn 05’8
29sn 000'¥0T

ov
s3y¥aid

HMS
90dd1Nd
i
Tareq

gg-HT 199 Ww G gHIO¥d
WNYLSNI

ZH 269°L08%
00°€T
GT607002
slajauweled uonisinboy — z4

00yaoueAe

5.392
4.800
4.782
4.658
4.576
4.557
4.536
4.515
4.417
4.401
4.331
4.322
4.311
4.249
4.123
4.104
4.076
4.057
4.039
4.029
4.022
4.006
3.991
3.964
3.930

- 3.913
| 3.897

3.887
3.872
3.863
3.847
3.660
3.642
3.618
3.600
3.576
3.552
3.542
3.524
3.506
3.400
3.396
3.392
3.388
3.384
3.377
3.367
3.349
3.331
3.259
3.243
3.239
3.228
3.224
3.220
3.216
3.211
3.051
3.047
3.042
3.038
3.034
3.019
3.000
2.986
2.967
2.884
2.871
2.857
2.843
2.826
2.811
2.766
2.748
2.727
2.499
2.486
2.473
2.461
2.445
2.428
2.410

L 2:390

2.372

ONOOdd

T

ONdX3
ANVN

14

00260819
Sislaweled eleq jusund

00vAe-IqQ ‘HT 1938Ys 13/EN JBWIp — TO80IMW
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mwc0801 — dimer N3/Et sheet 1H, bbi—av400

Current Data Parameters
NAME Gijs092004
4

o< ~-Mm NOOMN LN EXPNO

MmN @ N © OITITNNOMNLW PROCNO 1
©o9EnHInN NNNNNA

NNNNNNN NNNNNNNN

F2 - Acquisition Parameters

Date_ 20040915
Time 13.00
INSTRUM avance400

PROBHD 5 mm BBI 1H-BB
PULPROG zgpr
TD 19228

| ﬂz ﬂﬁ NS 1024
DS 0
H: ) /ﬁ H: H () SWH 4807.692 Hz
%z@“wz%z N= Dlof z&nm N-S A\ FIDRES  0.250036 Hz
N

——8.678
——8.653
——8.628
——8.605
——8.570

7.992
——7.601

—
-

AQ 1.9997621 sec
RG 256
DwW 104.000 usec

K2 “, d12 0.00002000 sec
) Ve ) o NCREST Qoumntl ser
. sec
INZ INZ
======== CHANNEL f1 =======
NUC1 1H
18 P1 7.30 usec
PL1 4.00 dB
PL9 60.89 dB

SFO1  400.1319575 MHz

F2 - Processing parameters

S| 32768

SF 400.1300436 MHz
WDW EM

SSB 0

LB 0.00 Hz

GB 0

PC 1.00

B I B I I B I I I L I I I I I I L LA LS LRSS RARAR ALY RARAS

9.1 9.0 8.7 8.6 8.5 8.4 8.3 8.2 8.1 8.0 7.9 7.8 7.7 7.6 7.5 7.4 7.3 7.2 7.1 7.0 ppm

R T

10.00

19



GROTENBR
19


mwc0801 — dimer N3/Et sheet 1H, bbi—av400

Current Data Parameters
NAME Gijs092004

NTONDONOATONNENANMNMNONNOONNTOOONDNINNDATINDOTOOAANNOTDOONTANNOAOONNOMNANOOONNODTITOWNINHOOO O EXPNO 4
NONLNANNODONADONOTOILTHAONITNOODONONOTOODITNNNNAANISIITION AONOONMTINAOTNOONOTNLAOINODOMOON~NOOND O NN O L PROCNO 1
HdHO0O000O00NNNNNVNVNVONVOWOOUUUUNWOMIMNMNMNMMMNMNNANNNNNNNOOOOOOODDRVNVPVOVOVONNMNNIITIIIIITNNMNNAAAAAAO OO OO D
A i i R O N o N R e R e N N o N o R e R N N N e N o R o R R o N N R o Ko R o N N N o Ko N oo N N o N e o R o K or Nor N oo N e o N 4o N 4o B 4o N oV oV QU SV oV R oV oV oV QU VI oV I oV oV oV QU SV SV oV oV VI VIR SV SV I oV oV OV VI VI oV oV SV VI I R

F2 - Acquisition Parameters

PROBHD 5 mm BBI 1H-BB
PULPROG 2gpr

= )

NH, SOLVENT MeOD

ﬂ NS 1024
DS 0
Dlof Hio H w@ o H:o H w© SWH 4807.692 Hz
N N N o [V NER o NS FIDRES 0250036 Hz

/3051

N N N N o) 1.9997621 sec
H O H O H O H O mm 256
DW 104.000 usec
8 - TE 0K
: u %H J@é &N % N J@é DL 1.00000000 sec
= \\z\ﬂ H =H N d12 0.00002000 sec
mﬁo)N\ q 3 MCREST  0.00000000 sec
o) HoN H O HoN MCWRK  0.01500000 sec
======== CHANNEL 1 ========
NUC1 1H
18 P1 7.30 usec
PL1 4.00 dB
PL9 60.89 dB

SFO1 400.1319575 MHz

F2 - Processing parameters
Sl 32768

SF 400.1300436 MHz
WDW EM

SSB 0

LB 0.00 Hz

GB 0

PC 1.00

46 45 44 43 42 41 40 39 38 37 36 35 34 33 32 31 30 29 28 27 26 25 24 23 22 21 20 19 18 1.7 ppm

L e e e

17.18
12.67

2.98
10.69
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mwc0801 — dimer N3/Et sheet 1H, bbi—-av400

Current Data Parameters
NAME Gijs092004
4

1o} 52} ~ o~ CdANYTNTAONNON NO V0D AANTOO N X M © O M NMOITODNDOOQ ™M AN® EXPNO
[t} [} n moaN ODOONOTMH O O M OO LOMOMAEAAHD I~ I MON o O © OITNHO OO0 N OO PROCNO 1
~ © © ©o NSNS oM dadd dddNaNNAd A A A4 0 O O QNN QQW® O QNN
- - — LR R R R R B e e | o A A A A AAA A A A A o~ [elololooJolofoNole) o OOoOOo —HN\\POQC-m:_C:—Um_‘Wgwﬁm_‘w
Date_ 20040915
Time 13.00
INSTRUM avance400
PROBHD 5 mm BBI 1H-BB
PULPROG zgpr
™ 19228
NH» NH» SOLVENT MeOD
ﬁ ﬂ NS 1024
g DS 0
@Of Hzo0 H & o) H:zo H w© SWH 4807.692 Hz
NA N=_o le NIA N—= FIDRES 0.250036 Hz
N N N N N N Y AQ 1.9997621 sec
H O H O H O H O RG 256
DW 104.000 usec
o 0 n o H N o o n o n N DE 8.50 usec
: : TE 298.0 K
K H Mu” H Jmulc S H gow H J@l@ D1 1.00000000 sec
N N di12 0.00002000 sec
mﬁo)N\ J J 3 MCREST  0.00000000 sec
o) HoN H O HoN MCWRK ~ 0.01500000 sec
======== CHANNEL f1l ========
NUC1 1H
18 P1 7.30 usec
PL1 4.00 dB
PLY 60.89 dB

F2 - Processing parameters

S| 32768

SF 400.1300436 MHz
WDW EM

SSB 0

LB 0.00 Hz

GB 0

PC 1.00

) B B L B D B B B L I B B B I S B S N L S B

175 170 165 160 155 150 145 140 135 130 125 120 115 110 105 100 095 090 085 080 0.75 ppm

S

10.69
10.13

14.65
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178

T080—
857

083~

'8

.
1000

0L

g9

09

S'S

0'S

155

2.47
2.00

3.81
0.60

0.67

1.09 —

Sv

oY

2.26_—

1.13
1.76 —

149\

2.17 —~
5.95

3.56

S'e

g'¢

4.51
_—_——

9.89
289

0¢

-
10.66
=00

—_
13.37
—_—_———
19.05

ST

14.75
=20

0T

7.40
46.21

S0

wdd

#00260SM1D
Sislaweled eleq juaund

TOCOWSOOT VTTVUZ! ZZ2UH00IPTNOZVATIZH40T TM
Ommméﬂ—m mrrecl OOHHmméooogmmoocmﬁng X
w LoQer ail 2" T C O4da@! QI
= = Q= L 5343, g2
H | 20 GRIE R et
I [T Z 0O Qo
S S S T
o E%g Saa~ g 88N B o P g 8%
g 2 JoP; Co0830»PO,, 000 E o [
208, Ve 2R w 5 OOQOWW?@SNOQS NEEEISE
©T2°m8%y BESSEZ §888°°8%9385 “=R,23437
T =5 5§ gociTm 58388x53 R33 ZoeNFaPee ||
& & YgWo - 960697 % e =8 L
3 6 & 90pun 85 vwo O Bpop 3
= a3 9 B Qodpw o SrF o Io @
I & Z S8 8§ oF Ts 2
R 3 g o

44

00vAe-1qq ‘HT UInl HOOD/ZHN Jawip — TOSToMmw

JNVN
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mwel501 - dimer NH2/COOH turn 1H, bbi—av400

Current Data Parameters
NAME Gijs092004
3

[0} N ONOO S N N NNOON~NYTOS EXPNO
a4 I NYNHAON~ <o © S AN TTNO OO PROCNO 1
Q N~ ©QOoonn 8 S ©Loouwn NNNN— A
© 0 0w © © ™~~~ PSS~~~ F2 - Acquisition Parameters
Date_ 20040915
Time 11.43
INSTRUM avance400
PROBHD 5 mm BBI 1H-BB
PULPROG zgpr
TD 19228
SOLVENT MeOD
NH, O, -OH NH, NS 1024
ﬁ Ds 0
- IMZ\ SWH 4807.692 Hz
?of { H:o H$ D|of H:o H u@ FIDRES  0.250036 Hz
H : H s A 1.9997621 sec
Zjﬂz&rz\Jﬂz o N N z&ﬁz N—_o xm 256
H O H O H O H O DW 104.000 usec
DE 8.50 usec
(0] n o) n N O H o H N TE 298.0 K
N TN 0NN Ny N zé 912 600002000 sa
= 0: o, S 03 o) )
H H Y H H MCREST 0.00000000 sec
q H\mﬂ J MCWRK  0.01500000 sec
HoN HoN ======== CHANNEL fl ========
NUC1 1H
P1 7.30 usec
21 PL1 4.00 dB
PL9 58.54 dB

SFO1 400.1319575 MHz

F2 - Processing parameters

S| 32768

SF 400.1300435 MHz
WDW EM

SSB 0

LB 0.00 Hz

GB 0

PC 1.00

P

R L I I I I I L I I I L I I I I I I I I AR RAARLL RS RARAR

9.0 8.9 8.7 8.6 8.5 8.4 8.3 8.2 8.1 8.0 7.9 7.8 7.7 7.6 7.5 7.4 7.3 7.2 7.1 7.0 ppm

e W

10.00
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mwel501

4.233
4.141
4.119
4.097
4.090

4.066

4.055

4.042

dimer NH2/COOH turn 1H, bbi-av400

4.034
4.019

4.012

3.816

3.760
3.743

3.659

3.641
3.617

3.545

3.524

3.506

3.432

3.400
3.396

3.392

3.388

3.384
3.303

3.259

3.243

3.228

3.224
3.220
3.216

3.212
3.124
3.081
3.051
3.047
3.043

(2]
2]
> O
) o

3 035
3.021
3.009
2.989
2.978
2.945
2.925
2.909
2.869
2.840
2.810
2.784
2.772
2.765
2.751
2.734
2.719
2.445
2.430
2.416

2.393
2.373
2.351
2.333
2.306
2.288
2.216
2.206
2.199
2.182
2.163
2.144
2.125
1.988
1.915
1.900
1.825
1.665
1.648
1.623
1.606
1.510
1.496
1.482

e I

ﬂzzm
H:z 0

NN

H O H O

O H o H
NN

2.47

2.00

J

3.81

4.0

j

0.60

0.67

1.09

2.26

A

3.

1.13

5

i

1.76

1.49
2.17

5.95

3.56

2.5

4.51

10.66

13.37

1.5

19.05

1)
~
<
—

Current Data Parameters

NAME Gijs092004
EXPNO 3
PROCNO 1

F2 - Acquisition Parameters
Date_ 20040915
Time 11.43
INSTRUM avance400
PROBHD 5 mm BBI 1H-BB
PULPROG zgpr
D 19228
SOLVENT MeOD
NS 1024

DS 0

SWH 4807.692 Hz
FIDRES 0.250036 Hz
AQ 1.9997621 sec
RG 256

DW 104.000 usec
DE 8.50 usec
TE 298.0 K

D1 1.00000000 sec

di2 0.00002000 sec

MCREST 0.00000000 sec
MCWRK 0.01500000 sec
======== CHANNEL f1 ========
NUC1 1H

P1 7.30 usec

PL1 4.00 dB

PL9 58.54 dB

SFO1 400.1319575 MHz

F2 - Processing parameters

S| 32768

SF 400.1300435 MHz
EM

SSB 0
LB 0.00 Hz
GB 0

PC 1.00

24
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mwel501 - dimer NH2/COOH turn 1H, bbi—av400

Current Data Parameters
NAME Gijs092004
3

n o Mo QON® ON o S ©M T Y OONANTOVO OMWHAM © O M N ™ =~ o ~ O AYoOwn I EXPNO
© 3 O OO DM N O © N NN O VOO MNAOS®D OFMN O @ © o ® TN A ©OMmMNMAOD I~ PROCNO 1
©© ©o© WNYSNY IS S 0m MM O ANNNNNANNAS a4 O O QO e @ Q0 R ©Q 0 ©©QMN N~
— — L B I I e B B e B | e o A D B B B B I I | - O oo o O O 0000 O ﬂN\)ODC_m:_O:_Um_‘W_ﬁ®~m_‘w
Date_ 20040915
Time 11.43
INSTRUM avance400
PROBHD 5 mm BBI 1H-BB
PULPROG zgpr
D 19228
SOLVENT MeOD
NH, Ou\o_._ NH, NS 1024
DS 0
ﬁ - HoN, ﬂ SWH 4807.692 Hz
Dlm { Hz O H s Dlof H:z O H u\A v _umuxmm mm%mmomomm Hz
: : : § Al 1.9997621 sec
N NN N T o N N NIANS N0 RG 256
H O H O H O H O DW 104.000 usec
DE 8.50 usec
o n o n N o H o H N TE 298.0 K
SN SN M o Nt N (Y DI, Bo000ansee
= 0= [e) ., N 0: le) )
H H Z H H MCREST  0.00000000 sec
q u\ﬁ J MCWRK  0.01500000 sec
HoN HoN ======== CHANNEL fl ========
NUC1 1H
P1 7.30 usec
21 PL1 4.00 dB
PL9 58.54 dB

F2 - Processing parameters

S| 32768

SF 400.1300435 MHz
WDW EM

SSB 0

LB 0.00 Hz

GB 0

PC 1.00

S O B B B L B B B B L B L RO O S IO N ) SRS S B L S L N DM e

175 170 165 160 155 150 145 140 135 130 125 120 115 110 105 100 095 090 085 080 0.75 0.70 ppm

13.37
19.05
14.75

7.40

—
N
<
<
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mwcl1l501 — dimer NH2/COOH sheet 1H, bbi—av400

Current Data Parameters
NAME Gijs092004
EXPNO 5
PROCNO 1

F2 - Acquisition Parameters
Date_ 20040915

Time 14.09
INSTRUM avance400
PROBHD 5 mm BBI 1H-BB

PULPROG zgpr
™ 19228
SOLVENT MeOD
NS 1024

SWH 4807.692 Hz

ﬂ FIDRES  0.250036 Hz
e LR W e e (el g
N NN NT o NN NSNS N o DW 104.000 usec
H O H O H O H O DE 8.50 usec
TE 298.0 K
ﬁ O H o H ﬁ O H o H D1 1,00000000 sec
o N o d12 0.00002000 sec

N__~ N_ N - N
: TN SN NN 25 MCREST  0.00000000 sec
H O:in oY, z\ﬁo H o) J H oM, MCWRK  0.01500000 sec

======== CHANNEL fl ========
Ho HoN NUC1 1H
P1 7.30 usec
22 PL1 4.00 dB
PL9 60.89 dB

F2 - Processing parameters

SI 32768

SF 400.1300433 MHz
WDW EM

SSB 0

LB 0.00 Hz

GB 0

PC 1.00

3.0 2.5 2.0 15 1.0 05  ppm

o ey o o o <
©| |© S S N =)
| |© < ™ ~ ™

4.01

867 . |

o 4

-]

4.80 ]

@ ]

093~ 9 |
6.91
3.87
1.29
3.20
5.85
4.10
10.86
7.72
10.88
9.35
35.88
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mwcl1501 — dimer NH2/COOH sheet 1H, bbi—av400

Current Data Parameters
NAME Gijs092004
5

omow ORI W© N N —HO® DM O I~ o N N D EXPNO

HNO O DOMO DO =g NMmD© NOSFTMAODDWWOO I PROCNO 1

JIRBR BBBL3BB 33 R SANNN]AIISS

a5 65 06 06 €5 00 00 06 65 C0 00 Lol PP~ PSS PSS S S F2 - Acquisition Parameters
Date_ 20040915
Time 14.09
INSTRUM avance400

PROBHD 5 mm BBI 1H-BB

PULPROG zgpr
TD 19228
SOLVENT MeOD
NS 1024

SWH 4807.692 Hz

N
ﬁ FIDRES  0.250036 H
o] Hz O H o@ o) H: o H u© AQ 19987621 sec.
L A NI AN L NI N oW o

N o N N DW 104.000 usec
H O H O H O H O DE mwa:mmo
TE 0K
ﬁ 2N 20 N ﬁ 2R 9 R N dl2 (000002000 ec
. : 1 :
O N TN ) O >N TN ) MCREST 000000000 sec
H OZH e} s\z\ﬁ/ H O:H 0 o MCWRK  0.01500000 sec
q H O 2 —======= CHANNEL {1 ========
HzN HoN NUC1 1H
P1 7.30 usec
22 PLL 4,00 dB
PLO 60.89 dB

SFO1  400.1319579 MHz

F2 - Processing parameters

S| 32768

SF 400.1300433 MHz
WDW EM

SSB 0

LB 0.00 Hz

GB 0

PC 1.00

_

N B B B L I I I I I L ) I I I I I I I I I

9.0 8.7 8.6 8.5 8.4 8.3 8.2 8.1 8.0 7.9 7.8 7.7 7.6 7.5 7.4 7.3 7.2 7.1 ppm
~

1.00
3.09

R
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?

4.412
4.399
4.392

e i

46 45 44 43 42 41

I -

4.366

4.345
4318

2

ZI
ﬁi
O H

mwcl1501

4.250
4.243
4.204
4.179

(o}

4.156

4.122
4.115
4.101
4.094

zxm
K ) = ) AQ 99¢
W D}ﬁ W S

4.072
4.051

dimer NH2/COOH sheet 1H, bbi—av400

Current Data Parameters

NAME Gijs092004
DVONOONTOOITNOONNTONTDOTOONMNHAN MO ANDNOOMNNNOOTOULINALLNDONINLDNRAOONKNNLN —HO©MO EXPNO 5
NOONNDADINNITODONROLDITONNNNATNNSITNNAINRONOXONDONOTNNADITHNDOOITMOOMNOONLO S O N L PROCNO 1
OO OOOUULUINMMMOANNNNNNNNAOOOOQONNOONNVRVONNNNNANNNAENOOOOMOMOHNMANNNAAAT1000
B N N N R R R R R o R R o R R o R R o R o R o N ol o N o N o R o N o Ry o N 4o o R 4o B Y X 4o W SV SV SV SN SV SISV SISV SV NI SV N SO SN U SV VR I U SV SN ST N OV SN U SN U NI U N S NN

F2 - Acquisition Parameters

W77 = W W

PROBHD 5 mm BBI 1H-BB

— 3011

PULPROG zgpr
D 19228
SOLVENT MeOD
NS 1024

DS 0

SWH 4807.692 Hz

FIDRES 0.250036 Hz
1.9997621 sec

DE 8.50 usec
TE 298.0 K
N 2N z G2 500002000 sec
- 1 . sec
j N 5 MCREST  0.00000000 sec
OzH o ;\\\ZI MCWRK 0.01500000 sec
d 2 ======== CHANNEL fl ========
HoN NUC1 1H
P1 7.30 usec
PL1 4.00 dB
PL9 60.89 dB
SFO1 400.1319579 MHz

F2 - Processing parameters
Sl 32768

SF 400.1300433 MHz
WDW EM

SSB 0

LB 0.00 Hz

GB 0

PC 1.00

30 29 28 27 26 25 24 23 22 21 1.9

W W

40 39 38 37 36 35 34 33 32 31 ppm

10.86
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mwcl501 — dimer NH2/COOH sheet 1H, bbi—av400

Current Data Parameters
NAME Gijs092004
5

~ 0 O < W o OTOUNAMMT ©O© OIOLM O O O I n N < O ] L= M O MO 0D o N O LW EXPNO

~ DY N O © NHOOONOW Nd OONO T M «d O ® N ™o A O N © O T NHAOO O O ~ O ® N~ PROCNO 1

© © o0 o 0 DOOHIITIY I OONMOH 0 ® @ F & & & — S 9 9NHHRDD @ @~ I~

L I I I | - - e e e e e R B B B B B B I B I | - - - - - [cNeolojojojololoie) o OO o ﬂNI)OQC_m_QO:_UmﬂmEmﬁmﬂm
Date_ 20040915
Time 14.09
INSTRUM avance400

PROBHD 5 mm BBI 1H-BB

PULPROG zgpr
TD 19228
SOLVENT MeOD
NS 1024

DS 0

SWH 4807.692 Hz
FIDRES 0.250036 Hz
AQ 1.9997621 sec
RG 256

DW 104.000 usec
DE 8.50 usec
TE 298.0 K

D1 1.00000000 sec

di2 0.00002000 sec
MCREST 0.00000000 sec
MCWRK 0.01500000 sec

======== CHANNEL f1 ========
NUC1 1H

P1 7.30 usec

PL1 4.00 dB

PL9 60.89 dB

F2 - Processing parameters
S| 32768
SF 400.1300433 MHz

WDW EM
SSB 0
LB 0.00 Hz
GB 0

PC 1.00

L L e s s B B B s s s s B B B S S BN S

1.70 1.65 1.60 1.55 1.50 1.45 1.40 1.35 1.30 1.25 1.20 1.15 1.10 1.05 1.00 0.95 0.90 0.85 0.80  ppm

o Ty) o}
. ® @
~ o o)

™

10.88
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dimer over turn 1h nmr av-400 ATM-bbiGS probe

© o~ 0 LMo~ <+ N < o <TMON~L
N ©0oO ] S<EIm NN 0 0 NN Ao Current Data Parameters
6 000w © 06 00 00 O NN ~ N NN NN NAME  Gijs072003
EXPNO 2
F2 — Acquisition Parameters
Date_ 20030723
Time 10.20
NH; 0 H NH, INSTRUM avance400
ﬁ Pt ﬁ PROBHD 5 mm BEI 1H-BB
o H:o H o L <O /ﬂ H:o H /© PULPROG 2gpr
[y LonER LoNs M JONER N= o 19228
N N N 0 N N TN o) SOLVENT MeOD
H O H O H O H O NS 128
O H o H O H H SWH 4807.692 Hz
.ﬁ N N N 2 N

O N NN O N NN RO TS 1006705 see.
@a H O:iH J&é S OZH J&é RS D81

v,
J N— DW 104.000 usec
H O DE 8.50 usec
HoN HoN TE 300.0 K

D1 1.00000000 sec
d12 0.00002000 sec

23 d13 0.00000300 sec
======== CHANNEL f] ========
NUC1 1H
P1 7.30 usec
PL1 4.00 dB
PLY 58.19 dB

SFO1 400.1318863 MHz

F2 - Processing parameters
S| 131072

SF 400.1300389 MHz
WDW EM

SSB 0

LB 0.50 Hz

GB 0

PC 1.00

AA:AAAA4AAAAA::i::::i::::i::,::i:::,:T,::i,T:,::,T:,::;,::,:;,::,:;:,::,;:,::,;::,::i::,::T,::,:T,::,iT:,::;::::;::::;:

89 88 87 86 85 84 83 82 81 80 79 78 77 76 75 74 73 7.2 7.1 ppm

I oW W
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dimer over turn

——4.61

1h nmr av—-400 ATM-bbiGS probe

—
™
<

///////////////////// \ \\\\\\\\\\\\\\\\\\\\\\\\

4.26
4.25
4.13
4.12
4.09
4.06
4.06
4.03
4.01
3.92
3.91
3.89
3.88
3.84

3 79
3.61
351
3.47
3.44
3.43
3.40
3.37
3.31
3.30
3.27
3.23

14
3. 10
3.08
3.05
3.02
3.00
2.99
2.92
291
2.88
2.85

T ::::;ZZ,ZZT:ZZ,;I:::,T::::T,ZZZ;:,:ZZTZ,Zi;::,::T:,::;Z,Z:ZT,ZZZ;,:ZZ,;ZZ:Z,T:I:,;::::,T::::7::::,T::::T,:::,T:::,;::::;,:

48 47 46 45 44 43 42 41 40 39 38 37 36 35 34 33 32 31 3.0 29

© ™ foe) N~ o — N~ ~
® ® © o) N N < o

H

— ™
o |

Current Data Parameters
NAME Gijs072003
EXPNO 2
PROCNO 1

F2 - Acquisition Parameters
Date_ 20030723

Time 10.20
INSTRUM avance400
PROBHD 5 mm BBI 1H-BB

PULPROG zgpr
TD 19228
SOLVENT MeOD
NS 128

DS 0

SWH 4807.692 Hz
FIDRES 0.250036 Hz
AQ 1.9997621 sec
RG 228.1

DW 104.000 usec
DE 8.50 usec
TE 300.0 K

D1 1.00000000 sec
d12 0.00002000 sec
d13 0.00000300 sec
======== CHANNEL f1 ========
NUC1 1H

P1 7.30 usec
PL1 4.00 dB

PL9 58.19 dB

SFO1 400.1318863 MHz

F2 - Processing parameters

SI 131072

SF 400.1300389 MHz
WDW EM

SSB 0

LB 0.50 Hz

GB 0

PC 1.00
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dimer over turn 1h nmr av-400 ATM-bbiGS probe

YSR3NNQIN]ASAATS8E & zady = 833 <3II3933 HAIYAJEIE85 853 BrBHINR
WSS vz DWW T S N NI NNNW e
ﬂzxw bufn hz_L_N
mzrmnﬁﬁn&onﬂjo e, L 32, ojﬁ
oﬁzo nﬁzo ngtrzp o zo nﬁzo né
Q,, H oJIkH 0 .\\\z\ﬁx H onyu\/ 0
HzN Ho HaN
23
25 24 23 22 21 20 19 18 17 16 15 14 13 12 11 10 09 08 ppm
s 3 N & ® N B & o
6. 5 q = 2 3 5 @ !

Current Data Parameters

NAME Gijs072003
EXPNO 2
PROCNO 1

F2 - Acquisition Parameters
Date_ 20030723

Time 10.20
INSTRUM avance400
PROBHD 5 mm BBI 1H-BB
PULPROG zgpr

TD 19228
SOLVENT MeOD

NS 128

DS 0

SWH 4807.692 Hz
FIDRES 0.250036 Hz
AQ 1.9997621 sec
RG 228.1

DW 104.000 usec
DE 8.50 usec

TE 300.0 K

D1 1.00000000 sec
di2 0.00002000 sec
di3 0.00000300 sec
======== CHANNEL f1 ========
NUC1 1H

P1 7.30 usec

PL1 4.00 dB

PL9 58.19 dB
SFO1 400.1318863 MHz
F2 - Processing parameters
Sl 131072

SF 400.1300389 MHz
WDW EM

SSB 0

LB 0.50 Hz

GB 0

PC 1.00
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dimer over turn 1h nmr av-400 ATM-bbiGS probe, cleanTOCSY Tmix=70msec

Current Data Parameters
NAME Gijs072003
EXPNO 3
PROCNO 1
3 F2 - Acquisition Parameters
pp Date_ 20030723
Time 10.54

INSTRUM avance400
PROBHD 5 mm BBI 1H-BB
PULPROG  clmlevphpr

TD 2048
SOLVENT CDCI3
NS 8

DS 256

SWH 4807.692 Hz
FIDRES 2.347506 Hz
AQ 0.2130420 sec
RG 2580.3

DW 104.000 usec
DE 8.50 usec
TE 300.0 K

do 0.00000300 sec
D1 1.00000000 sec
di1 0.03000000 sec
di2 0.00002000 sec
d13 0.00000400 sec
D20 0.00006500 sec
INO 0.00020800 sec
L1 18
MCREST 0.00000000 sec

MCWRK 0.00999999 sec

STICNT 256
A ] z======= CHANNEL f1 ========
NUC1 1H
P1 6.10 usec
] p5 16.67 usec
P6 25.00 usec
p7 50.00 usec
00 P17 2500.00 usec
PL1 4.00 dB
[] PL9 58.51 dB
! PL10 16.50 dB

SFO1 400.1318841 MHz

F1 - Acquisition parameters
1

Iz @ e u D 512
oz . SFO1 400.1319 MHz
Nﬂ 'y 4 FIDRES 9.390024 Hz
0 * Sw 12.015 ppm
~ ZT O b FNMODE  States-TPPI
z ©° Z H\J . Y . )
z I B =z w F2 - Processing parameters
Tz o £ . ] 2048
o=z 4 ' SF 400.1300389 MHz
Yl (] N WDW QSINE
- SSB 23
ZT OUN‘Y ‘ m LB 0.00 Hz
o zT GB 0
J. i v PC 1.40
p4 Yy { .
S o w » F1 - Processing parameters
= e} i ' S| 1024
© b P : ] MC2 States-TPPI
o ZT N ) SF 400.1300389 MHz
o B e [ a [ N WDW QSINE
z ) (] ) M SSB 21
, «
) 0 LB 0.00 Hz
GB 0
Iz o
=z ° . r}
o &IA & ¢ ) 3 0
ZIT O & " () \ ® [X]
uW/. (o] P4 H\|/ a' LY @
=z T wn_,: N2 0 of [ m
Tz o T : '
YINHO Iz L e
o ;
pda OUN‘V‘ O ] f ' P L
zZT o0 ) > .
W w o [ o0 '

KR ]

@ IAA4AAIfA4;4AAA4AIA%AZ;AAAATAAA%AAA.A4AAA;AAAA4AAZ%ZZTZ;ZZTZ;ZZ
85 80 75 70 65 6.0 55 50 45 40 35 3.0 25 20 15 1.0 ppm
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dimer over turn

1h nmr av—400 ATM-bbiGS probe, cleanTOCSY Tmix=70msec

MMMK

ppm

©

(@

0

©

o ©
A
08

©

@u ‘@

©
0

?@X@@;

< -1.0

—1.5

—2.0

~2.5

3.0

3.5

-4.0

4.5

5.0

B I L I A A L L R R LR LR LR RLN LAARRLAALY LARAARRARE LAARLRALY RARRY

89 88 87 86 85 84 83 82 81 80 79 78 7.7 76 75 7.4 ppm

Current Data Parameters
NAME  Gijs072003
EXPNO 3
PROCNO 1

F2 - Acquisition Parameters
Date_ 20030723

Time 10.54
INSTRUM avance400
PROBHD 5 mm BBI 1H-BB
PULPROG  clmlevphpr

TD 2048
SOLVENT CDCI3
NS 8

DS 256

SWH 4807.692 Hz
FIDRES 2.347506 Hz
AQ 0.2130420 sec
RG 2580.3

DW 104.000 usec
DE 8.50 usec
TE 300.0 K

do 0.00000300 sec
D1 1.00000000 sec
di1 0.03000000 sec
di2 0.00002000 sec
d13 0.00000400 sec
D20 0.00006500 sec
INO 0.00020800 sec
L1 18

MCREST 0.00000000 sec
MCWRK 0.00999999 sec

STICNT 256
======== CHANNEL f1 ========
NUC1 1H

P1 6.10 usec
p5 16.67 usec
P6 25.00 usec
p7 50.00 usec
P17 2500.00 usec
PL1 4.00 dB
PL9 58.51 dB
PL10 16.50 dB

SFO1 400.1318841 MHz

F1 - Acquisition Umqmamﬁma

TD mHN

SFO1 400.1319 MHz
FIDRES 9.390024 Hz
Sw 12.015 ppm

FnMODE  States-TPPI

_um Processing parameters

2048
w_u 400.1300389 MHz
WDW QSINE
SSB 2.3
LB 0.00 Hz
GB 0
PC 1.40
F1 - Processing parameters
SI 1024
MC2 States-TPPI
SF 400.1300389 MHz
WDW QSINE
SSB 2.1
LB 0.00 Hz
GB 0
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dimer over turn

1h nmr av—400 ATM-bbiGS probe, cleanTOCSY Tmix=70msec
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Current Data Parameters
NAME  Gijs072003
EXPNO 3

PROCNO 1

F2 - Acquisition Parameters
Date_ 20030723

Time 10.54
INSTRUM avance400
PROBHD 5 mm BBI 1H-BB
PULPROG  clmlevphpr
TD 2048
SOLVENT CDCI3

NS 8

DS 256

SWH 4807.692 Hz
FIDRES 2.347506 Hz
AQ 0.2130420 sec
RG 2580.3

DW 104.000 usec
DE 8.50 usec

TE 300.0 K

do 0.00000300 sec

D1 1.00000000 sec
di1 0.03000000 sec
di2 0.00002000 sec
d13 0.00000400 sec
D20 0.00006500 sec
INO 0.00020800 sec

L1 18

MCREST 0.00000000 sec
MCWRK 0.00999999 sec
STICNT 256
======== CHANNEL f1 ========
NUC1 1H

P1 6.10 usec

p5 16.67 usec

P6 25.00 usec

p7 50.00 usec

P17 2500.00 usec
PL1 4.00 dB

PL9 58.51 dB

PL10 16.50 dB

F1 - Acquisition parameters
1

TD 512

SFO1 400.1319 MHz
FIDRES 9.390024 Hz
Sw 12.015 ppm
FNnMODE  States—-TPPI
F2 - Processing parameters
SI 2048

SF 400.1300389 MHz
WDW QSINE

SSB 2.3

LB 0.00 Hz

GB 0

PC 1.40

F1 - Processing parameters
SI 1024

MC2 States-TPPI

SF 400.1300389 MHz
WDW QSINE

SSB 2.1

LB 0.00 Hz

GB 0
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