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NMR spectra
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YF NMR
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gHSQC

376.318 MHz F19 gc2hsgc in cdcl3, temp 25.9 C -> actual temp = 27.0 C, onemnmr probe

OoH
Temp. 25.9 € / 299.1 K J/
Operator: gennmr s
Relax. delay 1.750 sec [ E
Acg. time 0.250 sec X i
width 44642.9 Hz | 4
2D width 22130.0 Hz ~
4 repetitions F N F 4]

2 x 85 increments B

OBSERVE F19, 376.3596183 MHz

DECOUPLE €13, 100.5847195 MHz
Power 38 dB

on during acquisition

off during delay
W40_onenmr_200_C13 modulated

F1 (ppm)

DATA PROCESSING
Sq. sine bell 0.042 sec

N

Shifted by -0.042 sec

F1 DATA PROCESSING |
Sq. sine bell 0.002 sec — 80

Shifted by -0.002 sec
FT size 8192 x 1024
Total time 23 min -

120

160

JL I I L L L B L) LB

-60 -70 -80 -%0 -100 -110 -120 -130 -140 -150 -160

F2 (ppm)

Pulse Sequence: gc2hsgc
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YF NMR
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376.318 MHz F19 gc2hsqe in cdcl3, temp 25.9 € -> actual temp = 27.0 C, onenmr probe
F9Q F
F. =
Temp. 25.9 € / 299.1 K O O
Operator: gennmr OH
N F FF s
Relax. delay 1.750 sec F F \
Acq. time 0.250 sec T 2 |
width 44642.9 Hz
2D width 22130.0 Hz 7
4 repetitions (o]
2 x 85 increments - o B
OBSERVE F19, 376.3596183 MHz _ i
DECOUPLE C13, 100.5847195 MHz E
Power 38 dB o 3
on during acquisition B Rt .
off during delay = = 40
W40_onenmr_200_C13 modulated L]
DATA PROCESSING T
Sq. sine bell 0.042 sec 3 q
Shifted by -0.042 sec 3 .
F1 DATA PROCESSING = —
8g. sine bell 0.002 sec =————————— 80 i
Shifted by -0.002 sec
FT size B192 x 1024 5 ket
Total time 23 min
120
. ] '
s ——————— 1 Q |
160
] | |
-60 -70 -80 -90 -100 -110 -120 -130 -140 -150 -160
F2 (ppm)

Pulse Sequence: gc2hsgc
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YF NMR
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376.318 MHz F19 gc2hsge in cdcl3, temp 25.9 € -> actual temp = 27.0 C, onenmr probe
F FFE F
Temp. 25.9 € / 299.1 K
Operator: genamr
F FF F
Relax. delay 1.750 sec
Acqg. time 0.250 sec
width 44642.9 Hz
2D Width 22130.0 Hz
4 repetitions o)
2 x 85 increments
OBSERVE F19, 376.3596183 MHz — -
DECOUPLE €13, 100.5847195 MHz E —
Power 38 aB o,
on during acquisition | Dy b
off during delay — - 40 -
W40_onenmr_200_C13 modulated L] |
DATA PROCESSING
Sq. sine bell 0.042 sec iy o Rt
Shifted by -0.042 sec T
F1 DATA PROCESSING —
Sq. sine bell 0.002 sec e ————— 80— |
shifted by -0.002 sec
FT size B192 x 1024 B — -
Total time 23 min =
120 o=
- ] [
160
-60 -70 -90 -100 -110 -120 -130 -140 -150 -160
F2 (ppm)

Pulse Sequence: gc2hsqgc
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YF NMR
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gHSQC

376.318 MHz F19 gc2hsqc in cdcl3, temp 25.9 C -> actual temp = 27.0 C, onenmr probe

Temp. 25.9 € / 299.1 K J/

Operator: gennmr S

OH

Relax. delay 1.750 sec

Acg. time 0.250 sec d
width 44642.9 Hz ]
2D Width 22130.0 Hz F F

4 repetitions F o
2 x 85 increments —

OBSERVE F19, 376.3596183 MHz

DECOUPLE C13, 100.5847195 MHz

on during acquisition
off during delay =
W40_onenmr_200_C13 modulated

—_
g
2
Power 38 dB o,
~
-
[N

DATA PROCESSING
Sg. sine bell 0.042 sec

Shifted by -0.042 sec 1

F1 DATA PROCESSING o T
Sq. sine bell 0.002 sec =————— 80

Shifted by -0.002 sec
FT size 8192 x 1024 -

Total time 23 min

120

160 :

5, PR P, LA L, 9, Ao, K, .20 ) .0, L Y 91 £, oW o P 7

-60 -70 -80 -90 -100 -110 -120 -130 -140 =150 -160

F2 (ppm)

Pulse Sequence: gc2hsqc
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YF NMR
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gHSQC

376.318 MHz F19 gc2hsqc in cdcl3, temp 25.9 C -> actual temp = 27.0 C, onenmr pProbe

F.
Temp. 25.9 C / 299.1 K
Operator: gennmr

HO\/\S E

Relax. delay 1.750 sec F

Acqg. time 0.250 sec i
width 44642.9 Hz
2D Width 22130.0 Hz

4 repetitions 0
2 x 85 increments -

OBSERVE F19, 376.3596183 MHz

DECOUPLE €13, 100.5847195 MHz
Power 38 dB

on during acquisition

off during delay 40
W40_onenmr_200_C13 modulated N

F1 (ppm)

DATA PROCESSING

Sq. sine bell 0.042 sec
shifted by -0.042 sec B

i

F1 DATA PROCESSING o
8q. sine bell 0.002 sec

Shifted by -0.002 sec

FT size 8192 x 1024
Total time 23 min B

T T T TT T[T T T T

-60 -70 -80 -90

Pulse Sequence: gc2hsge
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'"H NMR
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YF NMR
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376.318 MHz F19 gc2hsqc in cdel3, temp 25.9 C -> actual temp = 27.0 C, onenmr probe
F
F. NO,
Temp. 25.9 C / 299.1 K HO.
Operator: gennmr \/\S F
Relax. delay 1.750 sec F
Acg. time 0.250 sec _r
width 44642.9 Hz B
2D Width 22130.0 Hz
4 repetitions o
2 x 85 increments L
OBSERVE F19, 376.3596183 MHz e )
DECOUPLE C13, 100.5847195 MHz E‘ -
Power 38 dB o, ___
on during acquisition | o B
off during delay - - 40 i L
W40_onenmr_200_C13 modulated P |
DATA PROCESSING
§q. sine bell 0.042 sec il 3 ik il
Shifted by -0.042 sec T b |
Fl DATA PROCESSING T
5q. sine bell 0.002 sec — ————————— 80
Shifted by -0.002 sec
FT size 8192 x 1024 7 -
Total time 23 min =
by 120
160 =
-60 -70 -80 -90 =100 -110 -120 -130 =140 -150 -~160
F2 (ppm)

Pulse Sequence: gc2hsgc
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F NMR
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gHSQC

376.318 MHz F19 gc2hsqe in cdel3,

E0)
F

25.9 ¢ / 299.1 K
gennmr

Temp .
operator: HO\/\S F
Relax. delay 1.750 sec
Acq. time 0.250 sec
Width 44642.9 Hz
2D Width 22130.0 Hz
4 repetitions
2 x 85 increments
OBSERVE F19, 376.3596183 MHz
DECOUPLE €13, 100.5847195 MHz
Power 38 dB
on during acquisition
off during delay
W40_onenmr_200_C13 modulated
DATA PROCESSING
Sq. sine bell 0.042 sec
Shifted by -0.042 sec
F1 DATA PROCESSING
Sq. sine bell 0.002 sec = ——————
Shifted by -0.002 sec
FT size 8192 x 1024
Total time 23 min

Pulse Sequence: gc2hsge

temp 25.9 € -> actual temp

Fl (ppm)

27.0 C,

onenmr probe
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"F NMR
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F
F
Temp. 25.9 C / 299.1 K O O
Operator: gennmr E S/\/OH
Relax. delay 1.750 sec F
Acq. time 0.250 sec i
width 44642.9 Hz i
2D Width 22130.0 Hz
4 repetitions 0
2 x 85 increments B
OBSERVE F19, 376.3596183 MHz - i
DECOUPLE C13, 100.5847195 MHz E.
Power 38 dB 2] 7
on during acquisition ~ B
off during delay = 40
W40_onenmr_200_C13 modulated L] 4
DATA PROCESSING
Sq. sine bell 0.042 sec 71
Shifted by -0.042 sec B
Fl DATA PROCESSING -
Sq. sine bell 0.002 se¢ ——————————— 80
Shifted by -0.002 sec
FT size 8192 x 1024 h
Total time 23 min N
120
- _ |
160
L 0L s s e e L B L B
-60 -70 -80 -90 -100 -110 -120 -130 -140 -150 -160
F2 (ppm)

Pulse Sequence: gc2hsqc
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"F NMR
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376.318 MHz F19 gc2hsgc in cdcl3, temp 25.9 C -> actual temp = 27.0 C, onenmr probe
F e F
Temp. 25.9 € / 299.1 K F
Operator: gennmr S FF
E
Relax. delay 1.750 sec r)
Acq. time 0.250 sec OH
width 44642.9 Hz i
2D width 22130.0 Hz
4 repetitions o
2 x B85 increments
OBSERVE F19, 376.3596183 MHz —_ A
DECOUPLE C13, 100.5847195 MHz 8 i
Power 38 dB Q
on during acquisition i - 1
off during delay o —~ 40
W40_onenmr_200_C13 modulated o) .
DATA PROCESSING
Sq. sine bell 0.042 sec i Tleinanadans
Shifted by -0.042 sec E b
F1 DATA PROCESSING
Sq. sine bell 0.002 sec ——————————— 80
shifted by -0.002 sec
FT size 8192 x 1024
Total time 23 min -
120
1
. (!
160
LI e I N L L e
-60 -70 -80 -90 -100 -110 -120 -130 -140 -150 -160
F2 (ppm)

Pulse Seguence: gc2hsgc
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gHSQC

376.318 MHz F19 gc2hsge in cdcl3, temp 25.9 C -> actual temp = 27.0 C, onenmr probe

(0]
F n
Temp. 25.9 € / 299.1 K § E
Operator: gennmr 0]
F F ¢ ¢ .

Relax. delay 1.750 sec

Acq. time 0.250 sec i
Wwidth 48076.9 Hz
2D Width 22130.0 Hz

4 repetitions 0
2 x 85 increments | e

OBSERVE F19, 376.3596183 MHz

DECOUPLE €13, 100.5847195 MHz
Power 38 dB

on during acquisition

off during delay
W40_onenmr_200_C13 modulated 2l

Fl1 (ppm)

DATA PROCESSING

S$q. sine bell 0.042 sec
Shifted by -0.042 sec

F1 DATA PROCESSING L o
Sq. sine bell 0.002 sec +

shifted by -0.002 sec

FT size 8192 x 1024
Total time 23 min

120

o e L g e e 7 T T T T T T T T [ T

-110 -120 -130 -140 -150
F2 (ppm)

Pulse Sequence: gc2hsgc
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"F NMR
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gHSQC

376.318 MHz F19 gc2hsge in cdcl3, temp 25.9 C -> actual temp = 27.0 C, onenmr probe

o  F F E F

\__\

(]

Temp. 25.9 C / 299.1 K
Operator: gennmr

)
=
=
o=n
=
=
Ex

Relax. delay 1.750 sec

Acqg. time 0.250 sec il i ‘
wWidth 44642.9 Hz
2D width 22130.0 Hz

4 repetitions (4]
2 x 85 increments

OBSERVE F19, 376.3596183 MHz

DECOUPLE C13, 100.5847195 MHz
Powexr 38 dB

on during acquisition

Fl1 (ppm)

off during delay 3 40
W40_onenmr_200_C13 modulated i
DATA PROCESSING
Sqg. sine bell 0.042 sec =
Shifted by -0.042 sec T
F1 DATA PROCESSING
Sq. sine bell 0.002 gec ="
Shifted by -0.002 sec 80
FT size 8192 x 1024 a2
Total time 23 min
—
= 120
|
g I
160

£ e e e Y e S e e e O B e R O L L L N L L

-60 -70 -80 -90 -100 -110 -120 -130 -140 -150 -160

F2 (ppm)

Pulse Sequence: gc2hsgc
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"H NMR of peptide SWCAC

temp 25.8 C

599.929 MHz H1 water ES in cd3cn,

27.0 ¢, autoxid probe

-> actual temp

Note:

Solvent: H20 (0.1% TFA)/CDCN: 1:1

Suppression of water peak was achieved by pre-saturation

or watergate sequence was used
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gmCOSY of peptide SWCAC

Fl1 (ppm)

599.929 MHz H1 gmgcosy in cd3cn
Temp. 25.8 C / 298.9
O O
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"H NMR of peptide SWCAC-DFS

599.929 MHz H1 water_ES in cd3cn,
-> actual temp

temp 25.8 C
27.0 C, autoxid probe

Note:
Solvent: H20 (0.1% TFA)/CDCN: 1:1
“, |f|2;3 Suppression of water peak was

achieved by pre-saturation or water-
gate sequence was used
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gmCOSY of peptide SWCAC-DFS

OH' 599.929 MHz H1 water ES in cd3cn, temp 25.8 C
56 5 -> actual temp = 27.0 C, autoxid probe
H
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"H NMR of peptide SWCDYRC-Xylene

™
N
- 599.929 MHz H1 water_ES in cd3cn, temp 25.8 C
o -> actual temp = 27.0 C, autoxid probe

Note:
Solvent: H,0 (0.1% TFA)/CD3CN 1:1
Suppression of water peak was achieved by
pre-saturation or watergate sequence was

- used.
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gmCOSY of peptide SWCDYRC-Xylene

H 599.929 MHz H1 gmgcosy in 1:1 d,0: cd3n

Temp. 25.8 C/ 298.9
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