Novel glycosylated mycosporine-like amino acids
with radical scavenging activity from the
cyanobacterium Nostoc commune
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sakamoto750 01.1.1

Nostoc commune MAA (Ox. 1.2 mg/0.5 ml) /D20 /298 K

1H 1Pulse (zgOpr):CPTCI-Z BRUKER
reference:external DSS=0 ppm
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Current Data Parameters
NAME sakamoto750_01
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date_ 20101025
Time 14.59
INSTRUM spect
PROBHD 5 mm CPTCI 1H-
PULPROG zg0pr

TD 65536
SOLVENT D20

NS 16

DS 4

SWH 11261.262 Hz
FIDRES 0.171833 Hz
AQ 2.9098485 sec
RG 128

DW 44.400 usec
DE 6.00 usec
TE 300.6 K
D1 2.00000000 sec
diz 0.00002000 sec
TDO 1
======== CHANNEL f1 =======:
NUC1 1H

PO 3.96 usec
PL1 -3.00 dB
PL9 65.00 dB
SFO1 750.1335267 MHz
F2 - Processing parameters
SI 32768

SF 750.1299484 MHz
WDW EM

SSB 0

LB 0.30 Hz
GB 0

PC 1.00
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sakamoto750 01.1.1

Nostoc commune MAA (Ox. 1.2 mg/0.5 ml) /D20 /298 K

1H 1Pulse (zgOpr):CPTCI-Z BRUKER
reference:external DSS=0 ppm

AN ANTOVOVOVWOMUMOAOOOANDTHTOFI>TWOVNLLMPFOLHDWOLNOHFMHWOWL WOEHOWDL LW AW <t ™ AO>O0O N

VWOdFANINFNOMTDDOOOT~TVOVUFHFIMHOO>~TOoOONONIFEMOANNOOFEHTMANAOADMHNO < o ~ = O) 00 N <H

SO OMOMOMM AN OO0 OOO0O0OMOWMMOVMONE~TvVLVLVLVLVLOLUINULWMWLHEMO O O O > o o MmMMmANANN

A A IS IS FITIOOOOMOOMOOOOMOOOOMMOOMOMMOMANNNNNAN N — Lo B B e B B |

S0 4

Current Data Parameters
NAME sakamoto750_01
EXPNO 1
PROCNO 1
F2 - Acquisition Parameters
Date_ 20101025
Time 14.59
INSTRUM spect
PROBHD 5 mm CPTCI 1H-
PULPROG zg0pr
TD 65536
SOLVENT D20
NS 16
DS 4
SWH 11261.262 Hz
FIDRES 0.171833 Hz
AQ 2.9098485 sec
RG 128
DW 44.400 usec
DE 6.00 usec
TE 300.6 K
D1 2.00000000 sec
diz 0.00002000 sec
TDO 1
======== CHANNEL f1 =======:
NUC1 1H
PO 3.96 usec
PL1 -3.00 dB
PL9 65.00 dB
SFO1 750.1335267 MHz
F2 - Processing parameters
SI 32768
SF 750.1299484 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
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sakamoto750 01.1.1

Nostoc commune MAA (Ox. 1.2 mg/0.5 ml) /D20 /298 K

1H 1Pulse (zgOpr):CPTCI-Z
reference:external DSS=0 ppm
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Current Data Parameters

NAME sakamoto750_01
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date_ 20101025
Time 14.59
INSTRUM spect
PROBHD 5 mm CPTCI 1H-
PULPROG zg0pr

TD 65536
SOLVENT D20

NS 16

DS 4

SWH 11261.262 Hz
FIDRES 0.171833 Hz
AQ 2.9098485 sec
RG 128

DW 44.400 usec
DE 6.00 usec
TE 300.6 K
D1 2.00000000 sec
diz 0.00002000 sec
TDO 1
======== CHANNEL f1 =======:
NUC1 1H

PO 3.96 usec
PL1 -3.00 dB
PL9 65.00 dB
SFO1 750.1335267 MHz
F2 - Processing parameters
SI 32768

SF 750.1299484 MHz
WDW EM

SSB 0

LB 0.30 Hz
GB 0

PC 1.00



sakamoto750 01.1.1

Nostoc commune MAA (Ox. 1.2 mg/0.5 ml) /D20 /298 K
1H 1Pulse (zgOpr):CPTCI-Z

reference:external DSS=0 ppm
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Current Data Parameters
NAME sakamoto750_01
EXPNO 1
PROCNO 1
F2 - Acquisition Parameters
Date_ 20101025
Time 14.59
INSTRUM spect
PROBHD 5 mm CPTCI 1H-
PULPROG zg0pr
TD 65536
SOLVENT D20
NS 16
DS 4
SWH 11261.262 Hz
FIDRES 0.171833 Hz
AQ 2.9098485 sec
RG 128
DW 44.400 usec
DE 6.00 usec
TE 300.6 K
D1 2.00000000 sec
diz 0.00002000 sec
TDO 1
======== CHANNEL f1 =======:
NUC1 1H
PO 3.96 usec
PL1 -3.00 dB
PL9 65.00 dB
SFO1 750.1335267 MHz
F2 - Processing parameters
ST 32768
SF 750.1299484 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
e L e e o B I L e s s e e T B e e e e o LA e e e e I B L L A S S EL L H L
3.1 3.0 2.9 2.8 2.7 ppm 1.4 1.3 1.2 1.1 ppm

0.492
0.413
0.494
1.422
0.226
0.124
2.997



sakamoto750 01.1.1
Nostoc commune MAA (Ox. 1.2 mg/0.5 ml) /D20 /298 K

1H 1Pulse (zgOpr):CPTCI-Z BRUKER

reference:external DSS=0 ppm (__.><\>
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Hz Current Data Parameters
NAME sakamoto750_01
EXPNO 1
PROCNO 1
F2 - Acquisition Parameters
Date_ 20101025
Time 14.59
INSTRUM spect
PROBHD 5 mm CPTCI 1H-
PULPROG zg0pr
TD 65536
SOLVENT D20
NS 16
DS 4
SWH 11261.262 Hz
FIDRES 0.171833 Hz
AQ 2.9098485 sec
RG 128
DW 44.400 usec
DE 6.00 usec
TE 300.6 K
D1 2.00000000 sec
diz 0.00002000 sec
TDO 1
======== CHANNEL f1 =======:
NUC1 1H
PO 3.96 usec
PL1 -3.00 dB
PL9 65.00 dB
750.1335267 MHz

F2 - Processing parameters
ST 32768

SF 750.1299484 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0

1.00

T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T

4.40 4.35 4.30 4.25 4.20 4.15 4.10 4.05 4.00 3.95 3.90 3.85 3.80 ppm

0.042
1.000
1.079
1.095
1.891
1.058
1.045
1.025
0.187



sakamoto750 01.1.1
Nostoc commune MAA (Ox. 1.2 mg/0.5 ml) /D20 /298 K

1H 1Pulse (zgOpr):CPTCI-Z BRUKER

reference:external DSS=0 ppm
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Hz Current Data Parameters
NAME sakamoto750_01
EXPNO 1
PROCNO 1
F2 - Acquisition Parameters
Date_ 20101025
Time 14.59
INSTRUM spect
PROBHD 5 mm CPTCI 1H-
PULPROG zg0pr
TD 65536
SOLVENT D20
NS 16
DS 4
SWH 11261.262 Hz
FIDRES 0.171833 Hz
AQ 2.9098485 sec
RG 128
DW 44.400 usec
DE 6.00 usec
TE 300.6 K
D1 2.00000000 sec
0.00002000 sec
1
======== CHANNEL f1l =======:
1H
3.96 usec
PL1 -3.00 dB
PL9 65.00 dB
SFO1 750.1335267 MHz
F2 - Processing parameters
ST 32768
SF 750.1299484 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
r 5y s Sy B S L S B L s B B B A A B S |
3.70 3.65 3.60 3.55 ppm 3.00 2.95 2.90 2.85 2.80 2.75 2.70 ppm
— N~ o » Lo N (92} < N
© © (2] AN — ()} — ()] (o]
— N~ o o N < < < <
o N ™ — o o o o —



sakamoto750 01.1.1
Nostoc commune MAA (Ox. 1.2 mg/0.5 ml) /D20 /298 K

1H 1Pulse (zgOpr):CPTCI-Z BRUKER

reference:external DSS=0 ppm
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Hz Current Data Parameters
NAME sakamoto750_01
EXPNO 1
PROCNO 1
F2 - Acquisition Parameters
Date_ 20101025
Time 14.59
INSTRUM spect
PROBHD 5 mm CPTCI 1H-
PULPROG zg0pr
TD 65536
SOLVENT D20
NS 16
DS 4
SWH 11261.262 Hz
FIDRES 0.171833 Hz
AQ 2.9098485 sec
RG 128
DW 44.400 usec
DE 6.00 usec
TE 300.6 K
D1 2.00000000 sec
diz 0.00002000 sec
TDO 1
======== CHANNEL f1 =======:
NUC1 1H
PO 3.96 usec
PL1 -3.00 dB
PL9 65.00 dB
SFO1 750.1335267 MHz
F2 - Processing parameters
SI 32768
SF 750.1299484 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
L e B A A B L e I B B 5 S S S B
2.05 2.00 1.95 190 ppm 1.40 1.35 1.30 1.25 1.20 1.15 1.10 ppm

0.043
0.255
0.226
0.124
2.997



sakamoto750_01.1000.1

Nostoc commune MAA (Ox. 1.2 mg/0.5 ml) /D20 /298 K
13C{1H} 1Pulse with CPD (zgpg30):CPTCI-Z
reference:external DSS=0 ppm

o O < o

o~ )} o ™M LN o O w0 N N —
o oV ™ O N o OO N N ™M
™M [ee} 0 LI L .

O O N o oS <t ™ O O >N o)} N
— — — [ [ AN BANe BNo} <t N

_—178.030
TTT—— 177.525
— — 72.915

ppm

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

Current Data Parameters

NAME sakamoto750_01
EXPNO 1000
PROCNO 1

F2 - Acquisition Parameters

Date_ 20101026
Time 1.53
INSTRUM spect
PROBHD 5 mm CPTCI 1H-
PULPROG zZgpg30

TD 65536
SOLVENT D20

NS 4096

DS 4

SWH 45045.047 Hz
FIDRES 0.687333 Hz
AQ 0.7274996 sec
RG 16384

DW 11.100 usec
DE 6.00 usec
TE 300.6 K
D1 0.30000001 sec
dili 0.03000000 sec
DELTA 0.20000002 sec
TDO 1
======== CHANNEL f1l =======:
NUC1 13C

Pl 15.20 usec
PL1 -4.90 dB
SFO1 188.6410872 MHz
======== CHANNEL f2 =======:
CPDPRG2 garp4
NUC2 1H
PCPD2 100.00 usec
PL2 120.00 dB
PL12 16.45 dB
PL13 16.45 dB
SFO2 750.1339007 MHz
F2 - Processing parameters
SI 32768

SF 188.6198149 MHz
WDW EM

SSB 0

LB 5.00 Hz
GB 0

PC 2.00



sakamoto750_01.1000.1

Nostoc commune MAA (Ox. 1.2 mg/0.5 ml) /D20 /298 K

13C{1H} 1Pulse with CPD (zgpg30):CPTCI-Z BRUKER
reference:external DSS=0 ppm
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Current Data Parameters
NAME sakamoto750_01
rpem EXPNO 1000
PROCNO 1
F2 - Acquisition Parameters
Date_ 20101026
Time 1.53
INSTRUM spect
PROBHD 5 mm CPTCI 1H-
PULPROG zZgpg30
TD 65536
SOLVENT D20
NS 4096
DS 4
SWH 45045.047 Hz
FIDRES 0.687333 Hz
AQ 0.7274996 sec
RG 16384
DW 11.100 usec
DE 6.00 usec
T T T T T T T T T T T T T T T TE 300.6 K
I I I I I I I I I I I I I I I I I I I | b1 0.30000001 sec
95 90 85 80 75 70 65 60 55 50 45 40 35 30 25 20 15 10 ppm 4 003000000 sec
o n © O < o DELTA 0.20000002 sec
i 25 2 2 D0 L
g ; g S g g ======== CHANNEL f1l =======:
— — — — NUC1 13C
Pl 15.20 usec
PL1 -4.90 dB
SFO1 188.6410872 MHz
ppm ======== CHANNEL f2 =======:
CPDPRG2 garp4
NUC2 1H
PCPD2 100.00 usec
PL2 120.00 dB
PL12 16.45 dB
PL13 16.45 dB
SFO2 750.1339007 MHz
F2 - Processing parameters
SI 32768
SF 188.6198149 MHz
WDW EM
SSB 0
LB 5.00 Hz
GB 0

\ m q “ PC 2.00

N D T T I L A B
195 190 185 180 175 170 165 160 155 150 145 140 135 130 125 120 115 110 ppm




sakamoto750_01.1001.1

Nostoc commune MAA (Ox. 1.2 mg/0.5 ml) /D20 /298 K

13C{1H} DEPT45 (deptsp45):CPTCI-Z BRUKER
sp2:Crp80comp.4, —~1.70dB(=22.2us rectangle pulse)
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NAME sakamoto750_01
EXPNO 1001
ppm PROCNO 1
F2 - Acquisition Parameters
Date_ 20101026
DEPT45 Time 3.28
INSTRUM spect
PROBHD 5 mm CPTCI 1H-
PULPROG deptsp45
TD 65536
SOLVENT D20
NS 2048
DS 4
SWH 45045.047 Hz
FIDRES 0.687333 Hz
AQ 0.7274996 sec
190 180 170 160 150 140 130 120 110 100 90 80 /0 60 S50 40 30 20 ppm & j2ree
DE 6.00 usec
TE 300.6 K
CNST2 145.0000000
D1 2.00000000 sec
dz 0.00344828 sec
dilz2 0.00002000 sec
DEPT90 DELTA 0.00001935 sec
TDO 1
======== CHANNEL f1l ========
NUC1 13C
Pl 15.20 usec
P12 2000.00 usec
PLO 120.00 dB
W@ PL1 -4.90 dB
SFO1 188.6410872 MHz
SP2 -1.65 dB
190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 PPM  covame crpgocomp. 4
SPOAL2 0.500
SPOFFS2 0.00 Hz
======== CHANNEL f2 ========
CPDPRG2 garp4
NUC2 1H
P3 12.00 usec
p4 24.00 usec
DEPT135 PCPD2 100.00 usec
PL2 -3.00 dB
PL12 16.45 dB
SFO2 750.1339007 MHz

F2 - Processing parameters

ST 32768

SF 188.6198149 MHz
WDW EM

SSB 0

LB 1.00 Hz
GB 0

PC 1.40

I I I I I R R L R
190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 ppm



sakamoto750_01.1001.1

Nostoc commune MAA (Ox. 1.2 mg/0.5 ml) /D20 /298 K

13C{1H} DEPTA45 (deptsp45):CPTCI-Z BRUKER
sp2:Crp80comp.4, —1.70dB(=22.2us rectangle pulse)
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\/ Current Data Parameters
NAME sakamoto750_01
EXPNO 1001
ppm PROCNO 1
DEPT45 F2 - Acquisition Parameters
Date_ 20101026
Time 3.28
INSTRUM spect
PROBHD 5 mm CPTCI 1H-
PULPROG deptsp45
TD 65536
SOLVENT D20
NS 2048
WM DS 4
SWH 45045.047 Hz
L I e L L e B I B By L L e L B FIDRES 0.687333 Hz
AQ 0.7274996 sec
RG 32768
105 100 95 90 85 80 75 70 65 60 55 50 45 40 35 30 25 20 ppm
DEPT90 DE 6.00 usec
TE 300.6 K
CNST2 145.0000000
D1 2.00000000 sec
dz 0.00344828 sec
dilz2 0.00002000 sec
DELTA 0.00001935 sec
TDO 1
======== CHANNEL f1l ========
NUC1 13C
Pl 15.20 usec
P12 2000.00 usec
PLO 120.00 dB
LN s B B B S S B B e D B e B B B B B By S B B S B S B B B B S B B B ey D B B B B D B s B By D e B B By D B B s B S B B B S B B B B B BB B B B B PL1 -4.90 dB
w w w w w w w w w w w w w w w w w w w ] Bl Los earig20 dB
105 100 95 90 8 80 75 70 65 60 55 50 45 40 35 30 25 20 m omp s
pp SPNAM2 Crp80comp. 4
SPOAL2 0.500
SPOFFS2 0.00 Hz
======== CHANNEL f2 ========
CPDPRG2 garp4
NUC2 1H
P3 12.00 usec
p4 24.00 usec
PCPD2 100.00 usec
PL2 -3.00 dB
PL12 16.45 dB
SFO2 750.1339007 MHz
DEPT135 F2 - Processing parameters
ST 32768
SF 188.6198149 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40

N D T T I L A B
105 100 95 90 85 80 75 70 65 60 55 50 45 40 35 30 25 20 ppm



CPTCI-Z

Nostoc commune MAA (Ox. 1.2 mg/0.5 ml) /D20 /298 K

1H DQF-COSY (cosygpmfphpp.rak)

sakamoto750 01.101.1
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Current Data Parameters

ppm PROCNO
ppm GB




sakamoto750 01.101.1
Nostoc commune MAA (Ox. 1.2 mg/0.5 ml) /D20 /298 K
1H DQF-COSY (cosygpmfphpp.rak):CPTCI-Z
BRUKER

Current Data Parameters
NAME sakamoto750_01

EXPNO 101
/L M L p p M procro 1

! ! ! ! ! ! ! F2 - Acquisition Parameters
| | | | | | | L Date_ 20101025
| | | | | | | . Time 16.05
! ! ! ! ! ! ! r INSTRUM spect
ﬁ | $ | | | | | | B L PROBHD 5 mm CPTCI 1H-
| | | | | | | PULPROG cosygpmfphpp.rak
l l l l l l 1 F TD 2048
| | | | | | | SOLVENT D20
Fom—m——————— A —mmm—m————— - Fmmmmmm e mmmm m——mmmmm— - o mmmm e — = — [m———mm————— - fommm e m e — = — ]_ ES NS 8
| | | | | | | " DS 16
I I I I I I I 3
| | | | | | | SWH 7645.260 Hz
I I | | | | | 3 FIDRES 3.733037 Hz
| | | | | | 1 AQ 0.1339892 sec
I I I I I I I 3 RG 8192
I I I I I I I
7 | | | | | | | I b *%6100 aee
l I I I I I I - u
R et R ettt R T e it m————————— - To————————— o e e T e —2.0 = 300.6 K
! ! ! ! ! ! ! L do 0.00005012 sec
| | | | | | | D1 2.00000000 sec
| | | | | | | L di1 0.03000000 sec
| | l l | | 1 di2 0.00002000 sec
| | | | | I | r di3 0.00000400 sec
! ! ! ! ! ! ! L D16 0.00020000 sec
| | | | | | | d20 0.00120400 sec
Fommmm e mmm e —————— Femm————————— e —————— mmm————————— Tmmm e ————— mm——————————— Fmmmmmm— ] —2.5 o 0.00013080 sec
I I I I I I I - ST1CNT 128
| | | | | | | [
! ! ! ! ! ! ! CHANNEL f1 =
I I I I I I I 1H
I I I o0 I I I
| | | & | | | 12.00 usec
I I I gg, I I I 24.00 usec
! ! ! ! ! ! 10000.00 usec
! ! ! gg ! ! 3100 an
r T T T - ataiaie 'l Auley T I~
I I I I I I I 9.00 dB
I I | | | | | 750.1335267 MHz
I I I I I I I
! ! ! ! ! ! ! = GRADIENT CHANNEL
} } } } } } } L GPNAM1 SINE.100
| | | | | | | GPNAM2 SINE.100
I I I I I I I 3 GPZ1 10.00 %
L e o _____ N o _____ Y o ___ Y o ___] | GPZ2 20.00 %
! ! ! ! ! ! ! 35 Pl6 1000.00 usec
I o0 I . 2 S I I | | N
| o0 . | | | | | o
! [\ o | | | | | | Fl - Acquisition parameters
I | A 4 | | | | | NDO 1
I [ I I I I I L D 256
9
| | y | | | | | SFO1 750.1335 MHz
| Lo | | | | | 3 FIDRES 29.864296 Hz
Lo ______ o _____ I [ 474 O SwW 10.192 ppm
1 %. ! [l ! [l ! [l . FnMODE States-TPPI
I " I I I I I I L
: : : : : : : F2 - Processing parameters
I I I I I I I i SI 1024
I % I I I I I I s N SF 750.1299484 MHz
I 3 L [T I I I I WDW QSINE
I I I I I I I L SSB 2
| | | | | | |
LB 0.00 Hz
S . [ S -
1 I 1 I 1 I 1 ‘1.55 GB 0
I I I I I I I L PC 1.40
I I I I I I I
o } } } } } } } r F1 - Processing parameters
by I I I I I | | | SI 1024
I I I I I I I MC2 States-TPPI
I I I I I I I L SF 750.1299484 MHz
I I I I I I I WDW QSINE
| | | | | | |
| | | | | | | 5.0 ss= o

5.0 45 4.0 35 3.0 25 2.0 15 ppm = °



CPTCI-Z

Nostoc commune MAA (Ox. 1.2 mg/0.5 ml) /D20 /298 K

1H DQF-COSY (cosygpmfphpp.rak)

sakamoto750 01.101.1

101

sakamoto750_01

Current Data Parameters

EXPNO

NAME
p p M procNO

20101025

F2 - Acquisition Parameters

Date

A
o
WP "0
oum A
c0H QoA
v o AN
= nHg
(O
Ew
nE
O 9
g3
£ u
o
n O
W [OR]
Ao =
| Mo M
OBHM@MA >
En0od 4
HZ@MDAo
HHMAMEBE O

8

16
7645.260 Hz
3.733037 Hz
0.1339892 sec

NS

Ds

SWH

FIDRES
AQ
RG
Dw
DE

8192
65.400 usec

6.00 usec

300.6 K
0.00005012 sec
2.00000000 sec
0.03000000 sec
0.00002000 sec
0.00000400 sec
0.00020000 sec
0.00120400 sec
0.00013080 sec

128

ST1CNT

TE
do
D1
dil
di2
dis
D16
d20
INO

1H
12.00 usec

24.00 usec
9.00 dB
750.1335267 MHz

10000.00 usec
-3.00 dB

%

SINE.100

SINE.100
10.00
20.00

1000.00 usec

GPNAM1
GPNAM2
GPZ1
GPZ2
Pl6

Fl - Acquisition parameters

NDO
TD

1

256
750.1335 MHz
29.864296 Hz

10.192 ppm

States-TPPI

SFO1
FIDRES
SW
FnMODE

1024

750.1299484 MHz
QSINE

F2 - Processing parameters

SI

2
0.00 Hz

0
1.40

1024
States-TPPI
750.1299484 MHz

QSINE

F1 - Processing parameters

ST
MC2
SF
WDW
SSB
LB
GB
ppm

130

2
0.00 Hz

0

45 44 43 42 41 40 39 38 37 36 35 34 33 32 31 30 29 28



sakamoto750 01.101.1
Nostoc commune MAA (Ox. 1.2 mg/0.5 ml) /D20 /298 K
1H DQF-COSY (cosygpmfphpp.rak):CPTCI-Z
BRUKER

Current Data Parameters

NAME sakamoto750_01
EXPNO 101
ppm PROCNO 1
N N T N F2 - Acquisition Parameters
| | | | Date_ 20101025
| | | | Time 16.05
! ! ! ! r INSTRUM spect
} } } } L PROBHD 5 mm CPTCI 1H-
v | | | | C PULPROG cosygpmfphpp.rak
7777 R tmmm Fmmmmm———— + 736 D 2048
@ | | | 1 r * SOLVENT D20
I I I I L NS 8
| | | | os r
| | | | SWH 7645.260 Hz
| | | | C FIDRES 3.733037 Hz
! | | | F A 0.1339892 sec
””””” AT T T T AT m T o e e e T —3.7 Rg 8192
| | | | DW 65.400 usec
| | | | DE 6.00 usec
| | | | r TE 300.6 K
! ! ! ! E do 0.00005012 sec
} } } } F D1 2.00000000 sec
7777777777 g g T —3.8 a1 0.03000000 sec
| | | | r * diz 0.00002000 sec
l l l | - dis 0.00000400 sec
! ! ! ! D16 0.00020000 sec
| | | | u d20 0.00120400 sec
| | | | C INO 0.00013080 sec
l | I i F ST1CNT 128
—————————— : -3.9
} } } } F ======== CHANNEL f1 ========
| | | | NUC1 1H
| | | | P1 12.00 usec
I I I I p2 24.00 usec
: : : : F P17 10000.00 usec
,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,, r PL1 -3.00 dB
T\ T\ ‘r ‘T N 40 PL10 9.00 dB
| | | \ | SFO1 750.1335267 MHz
| | | @J |
! ! ! S\ ! - ====== GRADIENT CHANNEL =====
} } } r@) } r GPNAM1 SINE.100
I I K R S 7777777777777777777777777777777777777‘7 777777777777777777777 ;41 GPNAM2 SINE.100
i T T T N . GPZ1 10.00 %
! ! ! ! + GPZ2 20.00 %
} } } } r P16 1000.00 usec
} } } } Fl - Acquisition parameters
I I I I F NDO 1
L ___] r TD 256
} | | | F 4.2 SFO1 750.1335 MHz
| | | | FIDRES 29.864296 Hz
A | | | SW 10.192 ppm
‘ } } @ } L FnMODE States-TPPI
N | | | E )
~ ” F F2 - Processing parameters
h @ T TR 4.3 s
i u I I I F SF 750.1299484 MHz
V| ‘ } } } r WDW QSINE
A | | | | L SSB 2
o | | | | ] L LB 0.00 Hz
| | | | \V4 5 GB 0
b )Ll _______ I ;44 PC 1.40
i ] ] ] ] L .
} } } } } L Fl1 - Processing parameters
| | | | | r SI 1024
I I I I I F MC2 States-TPPI
} } } } } F SF 750.1299484 MHz
L WDW QSINE
i - i = i —— 4.5 sss 2
LB 0.00 Hz

3.7 3.6 ppm °



sakamoto750 01.101.1
Nostoc commune MAA (Ox. 1.2 mg/0.5 ml) /D20
1H DQF-COSY (cosygpmfphpp.rak):CPTCI-Z

1298 K

Current Data Parameters

3.10

NAME sakamoto750_01
EXPNO 101
ppm PROCNO 1
F2 - Acquisition Parameters
L Date_ 20101025
Time 16.05
B INSTRUM spect
N PROBHD 5 mm CPTCI 1H-
PULPROG cosygpmfphpp.rak
F TD 2048
SOLVENT D20
—2.75 ns 8
L DS 16
SWH 7645.260 Hz
r FIDRES 3.733037 Hz
AQ 0.1339892 sec
B RG 8192
L DW 65.400 usec
DE 6.00 usec
—2.80 = 300.6 K
| do 0.00005012 sec
D1 2.00000000 sec
- dil 0.03000000 sec
di2 0.00002000 sec
B dis 0.00000400 sec
| D16 0.00020000 sec
d20 0.00120400 sec
— 2.85 o 0.00013080 sec
- ST1CNT 128
L ======== CHANNEL fl ========
NUC1 1H
r Pl 12.00 usec
p2 24.00 usec
i P17 10000.00 usec
,2 90 PL1 -3.00 dB
. PL10 9.00 dB
B SFO1 750.1335267 MHz
= GRADIENT CHANNEL
+ GPNAM1 SINE.100
GPNAM2 SINE.100
r GPZ1 10.00 %
72 95 GPZ2 20.00 %
. Ple 1000.00 usec
Fl - Acquisition parameters
I NDO 1
L TD 256
SFO1 750.1335 MHz
r FIDRES 29.864296 Hz
73 OO SW 10.192 ppm
. FnMODE States-TPPI
F2 - Processing parameters
B SI 1024
| SF 750.1299484 MHz
WDW QSINE
- SSB 2
LB 0.00 Hz
—3.05 cs 0
L PC 1.40
r F1 - Processing parameters
ST 1024
B MC2 States-TPPI
L SF 750.1299484 MHz
WDW QSINE
3.10 sse 2
L] 0.00 Hz
0

F)F)rT] GB




sakamoto750 01.101.1

Nostoc commune MAA (Ox. 1.2 mg/0.5 ml) /D20 /298 K
1H DQF-COSY (cosygpmfphpp.rak):CPTCI-Z

-1.10

-1.15

-1.20

-1.25

-1.30

-1.35

- 1.40

- 1.45

4.50

1.50
ppm

Current Data Parameters

NAME sakamoto750_01
EXPNO 101
PROCNO 1

F2 - Acquisition Parameters

Date_ 20101025
Time 16.05
INSTRUM spect

PROBHD 5 mm CPTCI 1H-
PULPROG cosygpmfphpp.rak
TD 2048

SOLVENT D20

NS 8

DS 16

SWH 7645.260 Hz
FIDRES 3.733037 Hz
AQ 0.1339892 sec
RG 8192

DW 65.400 usec
DE 6.00 usec
TE 300.6 K

do 0.00005012 sec
D1 2.00000000 sec
dil 0.03000000 sec
di2 0.00002000 sec
dis 0.00000400 sec
D16 0.00020000 sec
d20 0.00120400 sec
INO 0.00013080 sec
ST1CNT 128
======== CHANNEL fl ========
NUC1 1H

Pl 12.00 usec
p2 24.00 usec
P17 10000.00 usec
PL1 -3.00 dB
PL10 9.00 dB
SFO1 750.1335267 MHz
====== GRADIENT CHANNEL =====
GPNAM1 SINE.100
GPNAM2 SINE.100

GPZ1 10.00 %
GPZ2 20.00 %
Pl6 1000.00 usec

Fl - Acquisition parameters

NDO 1

TD 256
SFO1 750.1335 MHz
FIDRES 29.864296 Hz
SW 10.192 ppm
FnMODE States-TPPI

F2 - Processing parameters
SI 1024

SF 750.1299484 MHz
WDW QSINE

SSB 2

LB 0.00 Hz
GB 0

PC 1.40

F1 - Processing parameters
ST 1024

MC2 States-TPPI

SF 750.1299484 MHz
WDW QSINE

SSB 2

LB 0.00 Hz
GB 0



sakamoto750 01.101.1
Nostoc commune MAA (Ox. 1.2 mg/0.5 ml) /D20 /298 K
1H DQF-COSY (cosygpmfphpp.rak):CPTCI-Z

-4.10
-4.15
- 4.20

- 4.25

- — - —
I I I I L
| | | |
| | | | -
I I I I
I I I I r
I I I I
I I I I

F————=====- === ====== A== === Tt === | it =1
| | | |
I I I I
I I I I o
I I I I
I I I I r
| | | |
| | | |

F-—m————=== [m——— == A- - T [ it -

I I I I
I I I I
I I I I -
| | | |
| | | |
I I I I
I I I I

F==—======= (e i e T —m————- | b
I I I I
| | | |
| | | | ’
I I I I L
I I I I
I I I I
I l | I

F-———===——- (it i T-—TTToooo - | e A
| | | |
I I I I
I I I I 3
I I I I L
I I I I
| | | |
| | | |

F~—~~~~~7—- [t AT T T T T T~~~ TTTToo- r——-——---

I
I
I
|
|
I
I

- 4.30

- 4.35

- 4.40

- 4.45

1.50 1.45 1.40 1.35 1.30

4.50
ppm

Current Data Parameters

NAME sakamoto750_01
EXPNO 101
PROCNO 1

F2 - Acquisition Parameters

Date_ 20101025
Time 16.05
INSTRUM spect

PROBHD 5 mm CPTCI 1H-
PULPROG cosygpmfphpp.rak
TD 2048

SOLVENT D20

NS 8

DS 16

SWH 7645.260 Hz
FIDRES 3.733037 Hz
AQ 0.1339892 sec
RG 8192

DW 65.400 usec
DE 6.00 usec
TE 300.6 K

do 0.00005012 sec
D1 2.00000000 sec
dil 0.03000000 sec
di2 0.00002000 sec
dis 0.00000400 sec
D16 0.00020000 sec
d20 0.00120400 sec
INO 0.00013080 sec
ST1CNT 128
======== CHANNEL fl ========
NUC1 1H

Pl 12.00 usec
p2 24.00 usec
P17 10000.00 usec
PL1 -3.00 dB
PL10 9.00 dB
SFO1 750.1335267 MHz
====== GRADIENT CHANNEL =====
GPNAM1 SINE.100
GPNAM2 SINE.100

GPZ1 10.00 %
GPZ2 20.00 %
Pl6 1000.00 usec

Fl - Acquisition parameters

NDO 1

TD 256
SFO1 750.1335 MHz
FIDRES 29.864296 Hz
SW 10.192 ppm
FnMODE States-TPPI

F2 - Processing parameters
SI 1024

SF 750.1299484 MHz
WDW QSINE

SSB 2

LB 0.00 Hz
GB 0

PC 1.40

F1 - Processing parameters
ST 1024

MC2 States-TPPI

SF 750.1299484 MHz
WDW QSINE

SSB 2

LB 0.00 Hz
GB 0



sakamoto750 01.101.1
Nostoc commune MAA (Ox. 1.2 mg/0.5 ml) /D20 /298 K
1H DQF-COSY (cosygpmfphpp.rak):CPTCI-Z

Current Data Parameters

NAME sakamoto750_01

EXPNO 101

ppm PROCNO 1
F2 - Acquisition Parameters

B Date_ 20101025

- Time 16.05

| INSTRUM spect

PROBHD 5 mm CPTCI 1H-
PULPROG cosygpmfphpp.rak
2048

~1.05™

SOLVENT D20
NS 8
i DS 16
- SWH 7645.260 Hz
L FIDRES 3.733037 Hz
AQ 0.1339892 sec
B 110 RG 8192
3 DW 65.400 usec
L DE 6.00 usec
i TE 300.6 K
do 0.00005012 sec
r D1 2.00000000 sec
— 1 15 di1 0.03000000 sec
L . di2 0.00002000 sec
di3 0.00000400 sec
r D16 0.00020000 sec
o d20 0.00120400 sec
INO 0.00013080 sec

I ST1CNT 128
—1.20

= CHANNEL f1

1H

12.00 usec
24.00 usec
3 10000.00 usec
— 1 25 PL1 -3.00 dB
i . PL10 00 dB

9.
SFO1 750.1335267 MHz

GRADIENT CHANNEL =====

| SINE.100
GPNAM2 SINE.100

I 1_30 GPZ1 10.00 %

F GPZ2 20.00 %
Pl6 1000.00 usec

Fl - Acquisition parameters

r NDO 1
— 1 35 TD 256
. SFO1 750.1335 MHz
B FIDRES 29.864296 Hz
r SW 10.192 ppm
L FnMODE States-TPPI
F2 - Processing parameters
—1.40 st 1024
- SF 750.1299484 MHz
| WDW QSINE
SSB 2
B LB 0.00 Hz
F GB 0
— 1 45 PC 1.40
B F1 - Processing parameters
r ST 1024
L MC2 States-TPPI
SF 750.1299484 MHz

WDW QSINE

1.50 1.45 1.40 1.35

- - -
| | |
| | |
| | |
| | |
| | |
| | |
| | |
F-——————====- - ===== 4= ==-=-- t-—-————===-
| | |
| | |
| | |
| | |
| | |
| | |
| | |
| I-——======= A== === T =====
| | |
| | |
| | |
| | |
| | |
| | |
| | |
- - - - -=-=-=-= i B TT-TT T T T T T T
| | |
| | |
| | |
| | |
| | |
| | |
| | |
| aTT--T-TT=-=== T T T T T 7
| | |
| | |
| | |
| | |
| | |
| | |
| | |
=~~~ ~="~="==77 | aTT-TT-T-T - == Tt
| | |
| | |
| | |
| | |
| | |
| | |
| | |
*********** e e
| | |
| | |
| | |
| | |
| | |
| | |
,,,,,,,,,, el __
| | |
| | |
| | |
| | |
| | |
| | |
| | |
,,,,,,,,,, e L __
| | |
| | |
| | |
| | |
| | |
| | |
| | |
b e Al ____
| | |
| | |
| | |
| | |
| | |
| | |
| | |
Il Il Il

150 EEB o.og Hz
F)F3771 GB

0



sakamoto750 01.101.1
Nostoc commune MAA (Ox. 1.2 mg/0.5 ml) /D20 /298 K
1H DQF-COSY (cosygpmfphpp.rak):CPTCI-Z

Current Data Parameters

NAME sakamoto750_01
EXPNO 101
PROCNO 1

F2 - Acquisition Parameters

Date_ 20101025
Time 16.05
INSTRUM spect

PROBHD 5 mm CPTCI 1H-
PULPROG cosygpmfphpp.rak
TD 2048

SOLVENT D20
NS 8
DS 16
SWH 7645.260 Hz
L FIDRES 3.733037 Hz
AQ 0.1339892 sec
7410 RG 8192
3 DW 65.400 usec
DE 6.00 usec
TE 300.6 K
do 0.00005012 sec
r D1 2.00000000 sec
74 15 di1 0.03000000 sec
| . di2 0.00002000 sec
di3 0.00000400 sec
D16 0.00020000 sec
d20 0.00120400 sec
L INO 0.00013080 sec
74 20 ST1CNT 128
+ ======== CHANNEL f1l ========
NUC1 1H
Pl 12.00 usec
p2 24.00 usec
3 P17 10000.00 usec
,4 25 PL1 73.00 dB
| . PL10 .00 dB
SFO1 750. 1335257 MHz

====== GRADIENT CHANNEL =====

| GPNAM1 SINE.100
GPNAM2 SINE.100

74_30 GPZ1 10.00 %

F GPZ2 20.00 %
Pl6 1000.00 usec

Fl - Acquisition parameters

r NDO 1
74 35 TD 256
. SFO1 750.1335 MHz
i FIDRES 29.864296 Hz
SW 10.192 ppm
FnMODE States-TPPI
F2 - Processing parameters
—4.40 st 1024
+ SF 750.1299484 MHz
WDW QSINE
SSB 2
LB 0.00 Hz
F GB 0
74 45 PC 1.40
B F1 - Processing parameters
ST 1024
MC2 States-TPPI
SF 750.1299484 MHz
WDW QSINE

4.50 4.45

4.50 SSB o.og Hz
ppm GB

0



CPTCI-Z

Nostoc commune MAA (Ox. 1.2 mg/0.5 ml) /D20 /298 K

1H TOCSY with presat. (mlevphpr)

sakamoto750 01.102.1

0

p‘)nq GB
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sakamoto750 01.102.1
Nostoc commune MAA (Ox. 1.2 mg/0.5 ml) /D20 /298 K
1H TOCSY with presat. (mlevphpr):CPTCI-Z
BRUKER

Current Data Parameters
NAME sakamoto750_01

EXPNO 102
/L A L PPM erocwo 1

; ; ; ; ; ; ; F2 - Acquisition Parameters
| | | | | | | o Date_ 20101025
! ! ! ! ! ! ! - | Time 17.21
| e | | | | | | INSTRUM spect
i \ \ \ \ \ \ \ @ L PROBED 5 mm CPTCI 1H-
| | | | | | | PULPROG mlevphpr
I I I I I I I r D 2048
Lo S, b S, o R e ] 1,5 souvent D20
| | | | | | | . NS 8
I I I I I I I r DS 16
! ! ! ! ! ! ! i SWH 7645.260 Hz
| | | | | | | FIDRES 3.733037 Hz
| | | | | | | L AQ 0.1339892 sec
I I I I I I I RG 512
= } } } } } } a } B DW 65.400 usec
,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,, — DE 6.00 usec
] 7 | i | i | T 2.0 = 20506
I I I I I I I r do 0.00005376 sec
! ! ! ! ! ! ! | D1 2.00000000 sec
} } } } } } } D9 0.06000000 sec
| | | | | | | L di1 0.03000000 sec
| | | | | | | diz 0.00002000 sec
} } } } } } } B dis 0.00000400 sec
,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,, — FACTOR1 5
i 0 | H } H } H 2.5 INO 0.00013080 sec
| | | | | | | r 11 30
| | | | | | | | SCALEF 6
| | | ! | | | ST1CNT 128
I I I D I I I r
| | | | 4 | | | | ======== CHANNEL f1l ========
| | | | | | NUC1 1H
 — e e o TLL S—— e e b -30 = 12.00 usec
| | | | | | | " PS5 20.01 usec
| | | | | | | B P6 30.00 usec
1 1 1 1 1 1 ! | p7 60.00 usec
| | | | | | | P17 2500.00 usec
| | | | | | | - PL1 -3.00 dB
| | | I I I I | PL9 65.00 dB
} } } } } } } PL10 5.00 dB
it ‘777777776777@7 7777777777777 s Tt e et 735 SFO1 750.1335267 MHz
| | | | | | |
I I 9 I | | | | B F1 - Acquisition parameters
I I | ol I I I I L NDO 1
I I ﬂ 1 I I I I I ™ 256
| | D e | | | | | - SFO1 750.1335 MHz
| | | I I I I N FIDRES 29.864296 Hz
} @ . } } } } } } SW 10.192 ppm
e @ 77777 w e B e e e i g 777777 —4.(Q FnMoDE States-TPPI
I I I I I I I
| 1l | | | | | B F2 - Processing parameters
| | | | | | | [ SI 2048
| o | | | | | | SF 750.1299484 MHz
| | g ‘D | | | | | B WDW QSINE
I I I I I I I L SSB 2
| | | | | | | LB 0.00 Hz
1 | | I | | |
777777777777777777777777777777777777777777777777777777777777777777777777777777777777777777777777777777777777 — GB 0
1 I 1 I 1 I 1 45
I I I I I I I L pC 1.00
I I I I I I I
1 1 1 1 1 1 1 L Fl1 - Processing parameters
@ | | | | | | | L ST 1024
| | | | | | | MC2 States-TPPI
| | | | | | | L SF 750.1299484 MHz
1 1 1 1 1 1 1 i QSTNE
SSB 2
| | | | | | | 5.0 s 0 02
0

5.0 4.5 4.0 3.5 3.0 2.5 2.0 1.5 ppm



BRUKER
sakamoto750_01
102
1

Current Data Parameters

EXPNO

NAME
PPM erocwo

Nostoc commune MAA (Ox. 1.2 mg/0.5 ml) /D20 /298 K

1H TOCSY with presat. (mlevphpr):CPTCI-Z

sakamoto750 01.102.1
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sakamoto750 01.102.1
Nostoc commune MAA (Ox. 1.2 mg/0.5 ml) /D20 /298 K
1H TOCSY with presat. (mlevphpr):CPTCI-Z

Co><-)

(<O

Current Data Parameters

NAME
EXPNO

PPM erocwo

AN\~~~ —t——————————1t 24 o/

—

-3.6

3.7

fffffffff 3.8

- 4.0

(C 7/ NS WSS NN SN N PP
-4.2

4.3

4.4

4.5 4.4 4.3 4.2 4.1 4.0 3.9 3.8 3.7 3.6 ppm

F2 - Acquis

Date
Time
INSTRUM

spec
PROBHD 5 mm CPTCI 1H-

PULPROG

D9

dil

diz

di3
FACTOR1
INO

11
SCALEF
ST1CNT

D
SFO1
FIDRES
SW
FnMODE

F2 - Proces

SI
SF
WDW
SSB
LB
GB
PC

Fl1 - Proces

ST
MC2
SF
WDW
SSB
LB
GB

sakamoto750_01

102
1

ition Parameters

20101025
17.21
t

mlevphpr

2048

D20

8

16
7645.260 Hz
3.733037 Hz
0.1339892 sec

300.6 K
0.00005376 sec
2.00000000 sec
0.06000000 sec
0.03000000 sec
0.00002000 sec
0.00000400 sec

5
0.00013080 sec

750.1335267 MHz

isition parameters

1
256
750.1335 MHz
29.864296 Hz
10.192 ppm
States-TPPI

sing parameters

2048
750.1299484 MHz
QSINE
2
0.00 Hz
0
1.00

sing parameters

1024
States-TPPI
750.1299484 MHz
QSINE
2

0.00 Hz
0



sakamoto750 01.102.1

Nostoc commune MAA (Ox. 1.2 mg/0.5 ml) /D20

1H TOCSY with

presat. (mlevphpr):CPTCI-Z

1298 K

ppm

3.10

3.10
ppm

Current Data Parameters

NAME
EXPNO
PROCNO

sakamoto750_01

102
1

F2 - Acquisition Parameters

Date
Time

INSTRUM

PROBHD

PULPROG

D

SOLVENT

Ns

Ds
SWH
FIDRES

D9

dil

diz

di3
FACTOR1
INO

11
SCALEF
ST1CNT

NUC1
P1
p5
P6
p7
P17
PL1
PL9
PL10
SFO1

coooNo

o

20101025
17.21
spect

5 mm CPTCI 1H-

mlevphpr
2048

D20

8

16
7645.260
3.733037
0.1339892
512
65.400
6.00
300.6
.00005376
.00000000
.06000000
.03000000
.00002000
.00000400
5
.00013080
30

750.1335267

Hz
Hz
sec

usec
usec
K
sec
sec
sec
sec
sec
sec

usec
usec
usec
usec
usec
dB
dB
dB
MHz

Fl1 - Acquisition parameters

NDO

D
SFO1
FIDRES

S
FnMODE

1

256
750.1335
29.864296
10.192

States-TPPI

MHz
Hz
ppm

F2 - Processing parameters

SI
SF
WDW
SSB
LB
GB
PC

2048
QSINE
2
0.00
0

1.00

750.1299484 MHz

Hz

Fl1 - Processing parameters

ST
MC2
SF
WDW
SSB
LB
GB

1024

States-TPPI
750.1299484 MHz

QSINE
2
0.00
0

Hz



sakamoto750 01.102.1
Nostoc commune MAA (Ox. 1.2 mg/0.5 ml) /D20 /298 K
1H TOCSY with presat. (mlevphpr):CPTCI-Z

Current Data Parameters

NAME sakamoto750_01
EXPNO 102
PPM erocwo 1
F2 - Acquisition Parameters
i Date 20101025
o Time 17.21
L INSTRUM spect
L PROBHD 5 mm CPTCI 1H-
PULPROG mlevphpr
= 105 D 2048
F SOLVENT D20
- NS 8
| DS 16
SWH 7645.260 Hz
B FIDRES 3.733037 Hz
—1.10 »¢ 0.1339892 sec
L " RG 512
DW 65.400 usec
B DE 6.00 usec
r TE 300.6 K
- do 0.00005376 sec
| 1 15 D1 2.00000000 sec
. D9 0.06000000 sec
B dil 0.03000000 sec
- diz 0.00002000 sec
L dis 0.00000400 sec

FACTOR1 5

i INO 0.00013080 sec
—1.20 1 30
o SCALEF 6
L ST1CNT 128
B ======== CHANNEL f1l ========
r NUC1 1H
- 1 25 Pl 12.00 usec
| " P5 20.01 usec
P6 30.00 usec
B p7 60.00 usec
F P17 2500.00 usec
- PL1 -3.00 dB
| 1 30 PL9 65.00 dB
. PL10 5.00 dB
r SFO1 750.1335267 MHz
L F1 - Acquisition parameters
NDO 1
B TD 256
—1.35 sro1 750.1335 MHz
- FIDRES 29.864296 Hz
| SW 10.192 ppm
FnMODE States-TPPI

F2 - Processing parameters

- 1 40 SI 2048

| . SF 750.1299484 MHz
WDW QSINE

r SSB 2

o LB 0.00 Hz
GB 0

}145 pC 1.00

Fl1 - Processing parameters

4.50 4.45 4.40 4.35

- - .
| | |
| | |
| | |
| | |
| | |
| | |
| | |
F-——————====- - ===== 4= ==-=-- t-—-————===-
| | |
| | |
| | |
| | |
| | |
| | |
| | |
| I-——======= A== === T =====
| | |
| | |
| | |
| | |
| | |
| | |
| | |
- - - - -=-=-=-= i B TT-TT T T T T T T
| | |
| | |
| | |
| | |
| | |
| | |
| | |
| aTT--T-TT=-=== T T T T T
| | |
| | |
| | |
| | |
| | |
| | |
| | |
=~~~ ~="~="==77 | aTT-TT-T-T - == T T T
| | |
| | |
| | |
| | |
| | |
| | |
| | |
*********** i Bttty et
| | |
| | |
| | |
| | |
| | |
| | |
,,,,,,,,,, el __
| | |
| | |
| | |
| | |
| | |
| | |
| | |
,,,,,,,,,, e L __
| | |
| | |
| | |
| | |
| | |
| | |
| | |
b e Al ____
| | |
| | |
| | |
| | |
| | |
| | |
| | |
Il Il Il

- SI 1024
| MC2 States-TPPI
SF 750.1299484 MHz
B WDW QSINE
1.50 sss 2
LB 0.00 Hz
0

ppm GB



sakamoto750 01.102.1
Nostoc commune MAA (Ox. 1.2 mg/0.5 ml) /D20 /298 K
1H TOCSY with presat. (mlevphpr):CPTCI-Z

Current Data Parameters

NAME sakamoto750_01
EXPNO 102
PPM erocwo 1
; ﬁ‘ T r F2 - Acquisition Parameters
I I I I B Date_ 20101025
! ! ! ! r Time 17.21
| | | | L INSTRUM spect
| | | | i PROBHD 5 mm CPTCI 1H-
| | | | PULPROG mlevphpr
F==—======= [ B e tTo—-————-—-- | — 405 D 2048
} } } } 3 SOLVENT D20
| | | | - NS 8
I I I I L DS 16
! ! ! ! SWH 7645.260 Hz
| | | | r FIDRES 3.733037 Hz
I A L R p -4.10 3¢
! ! ! ! i DW 65.400 usec
} } } } B DE 6.00 usec
| | | | H TE 300.6 K
I I I I - do 0.00005376 sec
7777777777 [ S S A A | D1 2.00000000 sec
B } 0 T T a1 4.15 D9 0.06000000 sec
| | | | r dii 0.03000000 sec
I I I I - diz 0.00002000 sec
! ! ! ! L dis 0.00000400 sec
| | | | i FACTOR1 5
INO 0.00013080 sec
I | | |
[T~~~ ~====- [ i I T-TTT T T | e il — 420 11 30
! ! ! ! - SCALEF 6
| | | | L ST1CNT 128
I I I I
| | | | B ======== CHANNEL fl ========
: : : : o NUC1 1H
77777777777777777777777777777777777777777777777 — Pl 12.00 usec
i } T‘ T‘ ‘T N 4'25 PS5 20.01 usec
| | | | P6 30.00 usec
! ! ! ! B p7 60.00 usec
| | | | - P17 2500.00 usec
| | | | L PL1 -3.00 dB
[ | | ! PL9 65.00 dB
iiiiiiiiiii [ 74.30 PL10 5.00 dB
| | | | r SFO1 750.1335267 MHz
I I I I r
I I | | L F1 - Acquisition parameters
I I I I NDO 1
} } } } i TD 256
**************************************************** — 4 .35 sro1 750.1335 MHz
- FIDRES 29.864296 Hz
| SW 10.192 ppm
FnMODE States-TPPI

F2 - Processing parameters

— 4 40 SI 2048

| . SF 750.1299484 MHz
WDW QSINE

r SSB 2

o LB 0.00 Hz
GB 0

}445 pC 1.00

Fl1 - Processing parameters

1.50 1.45 1.40 1.35 1.30

- SI 1024
| MC2 States-TPPI
SF 750.1299484 MHz
B WDW QSINE
4,50 s 2
LB 0.00 Hz
0

ppm GB



sakamoto750 01.102.1
Nostoc commune MAA (Ox. 1.2 mg/0.5 ml) /D20 /298 K
1H TOCSY with presat. (mlevphpr):CPTCI-Z

Current Data Parameters

NAME sakamoto750_01
EXPNO 102
PPM erocwo 1
F2 - Acquisition Parameters
i Date 20101025
r Time 17.21
L INSTRUM spect
| PROBHD 5 mm CPTCI 1H-
PULPROG mlevphpr
— 105 D 2048
r SOLVENT D20
L NS 8
i DS 16
SWH 7645.260 Hz
B FIDRES 3.733037 Hz
—1.10 »¢ 0.1339892 sec
L " RG 512
DW 65.400 usec
B DE 6.00 usec
r TE 300.6 K
L do 0.00005376 sec
| 1 15 D1 2.00000000 sec
. D9 0.06000000 sec
B dil 0.03000000 sec
F diz 0.00002000 sec
L dis 0.00000400 sec

FACTOR1 5

i INO 0.00013080 sec
—1.20 1 30
- SCALEF 6
L ST1CNT 128
B ======== CHANNEL f1l ========
r NUC1 1H
- 1 25 Pl 12.00 usec
| " P5 20.01 usec
P6 30.00 usec
B p7 60.00 usec
F P17 2500.00 usec
L PL1 -3.00 dB
| 1 30 PL9 65.00 dB
. PL10 5.00 dB
r SFO1 750.1335267 MHz
L F1 - Acquisition parameters
NDO 1
B TD 256
—1.35 sro1 750.1335 MHz
- FIDRES 29.864296 Hz
| SW 10.192 ppm
FnMODE States-TPPI

F2 - Processing parameters

— 1 40 SI 2048

| . SF 750.1299484 MHz
WDW QSINE

r SSB 2

o LB 0.00 Hz
GB 0

}145 pC 1.00

Fl1 - Processing parameters

1.50 1.45 1.40 1.35

- - -
| | |
| | |
| | |
| | |
| | |
| | |
| | |
F-——————====- - ===== 4= ==-=-- t-—-————===-
| | |
| | |
| | |
| | |
| | |
| | |
| | |
| I-——======= A== === T =====
| | |
| | |
| | |
| | |
| | |
| | |
| | |
- - - - -=-=-=-= i B TT-TT T T T T T T
| | |
| | |
| | |
| | |
| | |
| | |
| | |
| aTT--T-TT=-=== T T T T T 7
| | |
| | |
| | |
| | |
| | |
| | |
| | |
=~~~ ~="~="==77 | aTT-TT-T-T - == Tt
| | |
| | |
| | |
| | |
| | |
| | |
| | |
===~ ==—=- e
| | |
| | |
| | |
| | |
| | |
| | |
e e o _1____
| | |
| | |
| | |
| | |
| | |
| | |
| | |
,,,,,,,,,, e L __
| | |
| | |
| | |
| | |
| | |
| | |
| | |
b e Al ____
| | |
| | |
| | |
| | |
| | |
| | |
| | |
Il Il Il

- SI 1024
| MC2 States-TPPI
SF 750.1299484 MHz
B WDW QSINE
1.50 sss 2
LB 0.00 Hz
0

ppm GB



sakamoto750 01.102.1
Nostoc commune MAA (Ox. 1.2 mg/0.5 ml) /D20 /298 K
1H TOCSY with presat. (mlevphpr):CPTCI-Z
BRUKER

Current Data Parameters

NAME sakamoto750_01
EXPNO 102
PPM erocwo 1
‘ F2 - Acquisition Parameters
B Date_ 20101025
o Time 17.21
L INSTRUM spect
L PROBHD 5 mm CPTCI 1H-
PULPROG mlevphpr
*405 D 2048
F SOLVENT D20
- NS 8
| DS 16
SWH 7645.260 Hz
B FIDRES 3.733037 Hz
—4.10 »¢ 0.1339892 sec
L " RG 512
DW 65.400 usec
B DE 6.00 usec
r TE 300.6 K
- do 0.00005376 sec
7777777777 74 15 D1 2.00000000 sec
. D9 0.06000000 sec
B dil 0.03000000 sec
- diz 0.00002000 sec
L dis 0.00000400 sec

FACTOR1 5

- NO 0.00013080 sec
********** —4.20 11 30
+ SCALEF 6
ST1CNT 128

,,,,,,,,,, ; 4.25 Pl 35.00 usec

P5 .01 usec
P6 30.00 usec
B p7 60.00 usec
F P17 2500.00 usec
- PL1 -3.00 dB
777777777777 74 30 PL9 65.00 dB
. PL10 5.00 dB
r SFO1 750.1335267 MHz
L F1 - Acquisition parameters
NDO 1
B TD 256
ffffffffffffffffffffffffffffffffffffffffffffffffffffff — 4 .35 sro1 750.1335 MHz
- FIDRES 29.864296 Hz
| SW 10.192 ppm
FnMODE States-TPPI

F2 - Processing parameters

,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,, - 4 40 SI 2048
| . SF 750.1299484 MHz

WDW QSINE

r SSB 2
o LB 0.00 Hz

GB 0

,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,, ,445 PC 1.00

Fl1 - Processing parameters

- SI 1024
| MC2 States-TPPI
SF 750.1299484 MHz
B WDW QSINE
4,50 s 2
LB 0.00 Hz
0

ppm GB



CPTCI-Z

500ms

Nostoc commune MAA (Ox. 1.2 mg/0.5 ml) /D20 /298 K

1H NOESY with presat. (noesyphpr)

sakamoto750 01.103.1
mixing time
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sakamoto750 01.103.1
Nostoc commune MAA (Ox. 1.2 mg/0.5 ml) /D20 /298 K
1H NOESY with presat. (noesyphpr):CPTCI-Z

mixing time=500ms

ppm

1.50
ppm

Current Data Parameters

NAME sakamoto750_01
EXPNO 103
PROCNO 1

F2 - Acquisition Parameters
Date_ 20101025

Time 18.38
INSTRUM spect
PROBHD 5 mm CPTCI 1H-
PULPROG noesyphpr

TD 2048
SOLVENT D20

NS 8

DS 16

SWH 7645.260 Hz
FIDRES 3.733037 Hz
AQ 0.1339892 sec
RG 128

Dw 65.400 usec
DE 6.00 usec
TE 300.6 K

do 0.00005012 sec
D1 2.00000000 sec
D8 0.50000000 sec
dli 0.03000000 sec
di2 0.00002000 sec
di3 0.00000400 sec
INO 0.00013080 sec
ST1CNT 128
======== CHANNEL f1l ========
NUC1 1H

Pl 12.00 usec
PL1 -3.00 dB
PL9 65.00 dB
SFO1 750.1335267 MHz
Fl1 - Acquisition parameters

NDO 1

TD 256
SFO1 750.1335 MHz
FIDRES 29.864296 Hz
SW 10.192 ppm
FnMODE States-TPPI

F2 - Processing parameters

SI 2048
SF 750.1299484 MHz
WDW QSINE
SSB 2
LB 0.00 Hz
GB 0
PC 1.00
Fl1 - Processing parameters
SI 1024
MC2 States-TPPI
SF 750.1299484 MHz
WDW QSINE
SSB 2
LB 0.00 Hz
GB 0



sakamoto750 01.103.1

Nostoc commune MAA (Ox. 1.2 mg/0.5 ml) /D20
1H NOESY with presat. (noesyphpr):CPTCI-Z
mixing time=500ms

1298 K

ppm

5.0

5.0
ppm

Current Data Parameters
NAME sakamoto750_01
EXPNO 103
PROCNO 1

F2 - Acquisition Parameters

Date_ 20101025
Time 18.38
INSTRUM spect
PROBHD 5 mm CPTCI 1H-
PULPROG noesyphpr

TD 2048
SOLVENT D20

NS 8

DS 16

SWH 7645.260 Hz
FIDRES 3.733037 Hz
AQ 0.1339892 sec
RG 128

DW 65.400 usec
DE 6.00 usec
TE 300.6 K
do 0.00005012 sec
D1 2.00000000 sec
D8 0.50000000 sec
dli 0.03000000 sec
di2 0.00002000 sec
dis 0.00000400 sec
INO 0.00013080 sec
ST1CNT 128
======== CHANNEL f1l ========
NUC1 1H

Pl 12.00 usec
PL1 -3.00 dB
PL9 65.00 dB
SFO1 750.1335267 MHz

Fl1 - Acquisition parameters

NDO 1

TD 256
SFO1 750.1335 MHz
FIDRES 29.864296 Hz
SW 10.192 ppm
FnMODE States-TPPI

F2 - Processing parameters
SI 2048

SF 750.1299484 MHz
WDW QSINE

SSB 2

LB 0.00 Hz
GB 0

PC 1.00

Fl1 - Processing parameters
SI 1024

MC2 States-TPPI

SF 750.1299484 MHz
WDW QSINE

SSB 2

LB 0.00 Hz
GB 0
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sakamoto750_01
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CPTCI-Z

500ms

Nostoc commune MAA (Ox. 1.2 mg/0.5 ml) /D20 /298 K

1H NOESY with presat. (noesyphpr)

sakamoto750 01.103.1
mixing time

ppm

ppm
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1

sakamoto750_01

Current Data Parameters

EXPNO
PROCNO

NAME

500ms

Nostoc commune MAA (Ox. 1.2 mg/0.5 ml) /D20 /298 K

1H NOESY with presat. (noesyphpr):CPTCI-Z

mixing time

sakamoto750 01.103.1
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sakamoto750 01.103.1
Nostoc commune MAA (Ox. 1.2 mg/0.5 ml) /D20
1H NOESY with presat. (noesyphpr):CPTCI-Z

mixing time=500ms

1298 K

iL_ ppm

31
ppm

Current Data Parameters

NAME sakamoto750_01
EXPNO 103
PROCNO 1

F2 - Acquisition Parameters
Date_ 20101025

Time 18.38
INSTRUM spect
PROBHD 5 mm CPTCI 1H-
PULPROG noesyphpr

TD 2048
SOLVENT D20

NS 8

DS 16

SWH 7645.260 Hz
FIDRES 3.733037 Hz
AQ 0.1339892 sec
RG 128

Dw 65.400 usec
DE 6.00 usec
TE 300.6 K

do 0.00005012 sec
D1 2.00000000 sec
D8 0.50000000 sec
dli 0.03000000 sec
di2 0.00002000 sec
dis 0.00000400 sec
INO 0.00013080 sec
ST1CNT 128
======== CHANNEL f1l ========
NUC1 1H

Pl 12.00 usec
PL1 -3.00 dB
PL9 65.00 dB
SFO1 750.1335267 MHz

Fl1 - Acquisition parameters

NDO 1

TD 256
SFO1 750.1335 MHz
FIDRES 29.864296 Hz
SW 10.192 ppm
FnMODE States-TPPI

F2 - Processing parameters

SI 2048
SF 750.1299484 MHz
WDW QSINE
SSB 2
LB 0.00 Hz
GB 0
PC 1.00
Fl1 - Processing parameters
SI 1024
MC2 States-TPPI
SF 750.1299484 MHz
WDW QSINE
SSB 2
LB 0.00 Hz
GB 0



sakamoto750 01.103.1
Nostoc commune MAA (Ox. 1.2 mg/0.5 ml) /D20 /298 K
1H NOESY with presat. (noesyphpr):CPTCI-Z

mixing time=500ms

ppm

JE T
JE T 8 O
JE T
JE O EEEE
eeeeeeeeeee
eeeeeeeeeee
eeeeeeeeeee
4.5 4.4 4.3 4.2 4.1 4.0 3.9 3.8 3.7 3.6 ppm

Current Data Parameters
NAME sakamoto750_01
EXPNO 103
PROCNO 1

F2 - Acquisition Parameters

Date_ 20101025
Time 18.38
INSTRUM spect
PROBHD 5 mm CPTCI 1H-
PULPROG noesyphpr

TD 2048
SOLVENT D20

NS 8

DS 16
SWH 7645.260 Hz
FIDRES 3.733037 Hz
AQ 0.1339892 sec
RG 128

DW 65.400 usec
DE 6.00 usec
TE 300.6 K
do 0.00005012 sec
D1 2.00000000 sec
D8 0.50000000 sec
dill 0.03000000 sec
di2 0.00002000 sec
di3 0.00000400 sec
INO 0.00013080 sec
ST1CNT 128
======== CHANNEL f1l ========
NUC1 1H

Pl 12.00 usec
PL1 -3.00 dB
PL9 65.00 dB
SFO1 750.1335267 MHz
Fl1 - Acquisition parameters
NDO 1

TD 256
SFO1 750.1335 MHz
FIDRES 29.864296 Hz
SW 10.192 ppm
FnMODE States-TPPI

F2 - Processing parameters
SI 2048

SF 750.1299484 MHz
WDW QSINE
SSB 2

LB 0.00 Hz
GB 0

PC 1.00

Fl1 - Processing parameters
SI 1024

MC2 States-TPPI

SF 750.1299484 MHz
WDW QSINE
SSB 2

LB 0.00 Hz
GB 0



sakamoto750 01.103.1

Nostoc commune MAA (Ox. 1.2 mg/0.5 ml) /D20 /298 K
1H NOESY with presat. (noesyphpr):CPTCI-Z
mixing time=500ms BRUKER
Current Data Parameters
NAME sakamoto750_01
EXPNO 103
ppm PROCNO 1
1 1 1 1 1 1 1 E F2 - Acquisition Parameters
I I I I I I | F Date_ 20101025
| | | | | | | C Time 18.38
I I I I I I I N INSTRUM spect
777777777777 b L S S R wi PROBHD 5 mm CPTCI 1H-
i ﬂ\ : T : T : T r 3 . 6 PULPROG noesyphpr
I I I I I I I L D 2048
\ \ \ \ \ \ \ r SOLVENT D20
l l | | | | | r NS 8
| | | | | | | L
| | | | | | | - Ds 16
Fmm e - Amm———— mmmmm———— tmmm oo mmmmmmm e — e i mmmmm———————— R — — 37 SWH 7645.260 Hz
! ! ! ! ! ! ! r FIDRES 3.733037 Hz
} } } } } } } r AQ 0.1339892 sec
| | | | | | | C RG 128
! ! ! ! ! ! ! E DW 65.400 usec
I I I I I I I F 3 8 DE 6.00 usec
[~~~ ~"~"~"~""~>"7~"7"77 T [ L [ TTTTT T T T T T [ TTT T T T T T T T T T 9. TE 300.6 K
| | | | | | | r do 0.00005012 sec
| | | | | | | - D1 2.00000000 sec
} } } } } } } L D8 0.50000000 sec
l | | | | | | L dill 0.03000000 sec
777777777777 Y __ ‘7777777777777‘7777777777777‘7777777777777‘7777777777777‘7777777777777‘7777777777777;39 di2 0.00002000 sec
i 1 ! N ! T ! T E O di3 0.00000400 sec
I I I I I I I = INO 0.00013080 sec
} } } } } } } L ST1CNT 128
| | | I I I I N
! ! ! ! ! ! : F ======== CHANNEL f1l ========
7777777777777777777777777777777777777777777777777777777777777777777777777777777777777777777777777 7 NUC1 1H
r T i T I T I T
I I I I I I L 40 Pl 12.00 usec
| | | | | | o
! ! ! ! ! ! r PL1 -3.00 dB
| | | | | | F PL9 65.00 dB
: : : : : ‘ : r SFO1 750.1335267 MHz
| | | | | | | I
e I I I 774,1 F1 - Acquisition parameters
l l l l l l l g NDO L
| | | | | | I r TD 256
I I I I ! ! | E SFO1 750.1335 MHz
\ \ \ \ \ \ \ " FIDRES 29.864296 Hz
Lo ______ M ____ M [ ;42 SW 10.192 ppm
: : : : : : : r . FnMODE States-TPPI
| | | | | | | r
} } } } } } } r F2 - Processing parameters
I I I I I I I F SI 2048
| | | I I I I = SF 750.1299484 MHz
R M ___ ] M ] [ WDW QSINE
| | | | | | | - 4-3
I I I I I I I L SSB 2
| | | | | | | r LB 0.00 Hz
1 1 1 1 1 1 1 : = Lol
| | | | | | | - .
| | | | | | | r
Fo=mmmmmmmmmmd e s —dmooomooo oo e bbbl it T44 Fl - Processing parameters
I I I I I | | r SI 1024
| | | | | | | . MC2 States-TPPI
I I I I | | | F SF 750.1299484 MHz
} } } } } } } r WDW QSINE
I I I I I I I N SSB 2
\ \ \ \ \ \ \ 45 s 0.00 Hz
3.10 3.05 3.00 2.95 2.90 2.85 2.80 2.75 ppm °



sakamoto750 01.103.1
Nostoc commune MAA (Ox. 1.2 mg/0.5 ml) /D20 /298 K
1H NOESY with presat. (noesyphpr):CPTCI-Z

mixing time=500ms

JE S L S A s
B S L S e
J R L S s
O A A s s e
T e -
+++++++++++
+++++++++++
+++++++++++
N N N N O
150
4.5 4.4 4.3 4.2 4.1 4.0 3.9 3.8 3.7 3.6 ppm

Current Data Parameters

NAME sakamoto750_01
EXPNO 103
PROCNO 1

F2 - Acquisition Parameters

Date_ 20101025
Time 18.38
INSTRUM spect
PROBHD 5 mm CPTCI 1H-
PULPROG noesyphpr

TD 2048
SOLVENT D20

NS 8

DS 16
SWH 7645.260 Hz
FIDRES 3.733037 Hz
AQ 0.1339892 sec
RG 128

Dw 65.400 usec
DE 6.00 usec
TE 300.6 K
do 0.00005012 sec
D1 2.00000000 sec
D8 0.50000000 sec
dli 0.03000000 sec
di2 0.00002000 sec
dis 0.00000400 sec
INO 0.00013080 sec
ST1CNT 128
======== CHANNEL f1l ========
NUC1 1H

Pl 12.00 usec
PL1 -3.00 dB
PL9 65.00 dB
SFO1 750.1335267 MHz
Fl1 - Acquisition parameters
NDO 1

TD 256
SFO1 750.1335 MHz
FIDRES 29.864296 Hz
SW 10.192 ppm
FnMODE States-TPPI

F2 - Processing parameters
SI 2048

SF 750.1299484 MHz
WDW QSINE
SSB 2

LB 0.00 Hz
GB 0

PC 1.00

Fl1 - Processing parameters
SI 1024

MC2 States-TPPI

SF 750.1299484 MHz
WDW QSINE
SSB 2

LB 0.00 Hz
GB 0



sakamoto750 01.103.1

Nostoc commune MAA (Ox. 1.2 mg/0.5 ml) /D20 /298 K
1H NOESY with presat. (noesyphpr):CPTCI-Z
mixing time=500ms
fffffffffff
i i j i i i j j i :
1.50 1.45 1.40 1.35 1.30 1.25 1.20 1.15 1.10 1.05

ppm

3.6

3.7

3.8

3.9

4.0

4.1

4.2

4.3

4.4

4.5
ppm

Current Data Parameters

NAME

sakamoto750_01

EXPNO 103
PROCNO 1

F2 - Acquisition Parameters
Date_ 20101025
Time 18.38
INSTRUM spect
PROBHD 5 mm CPTCI 1H-
PULPROG noesyphpr

TD 2048
SOLVENT D20

NS 8

DS 16

SWH 7645.260 Hz
FIDRES 3.733037 Hz
AQ 0.1339892 sec
RG 128

Dw 65.400 usec
DE 6.00 usec
TE 300.6 K
do 0.00005012 sec
D1 2.00000000 sec
D8 0.50000000 sec
dli 0.03000000 sec
di2 0.00002000 sec
dis 0.00000400 sec
INO 0.00013080 sec
ST1CNT 128
======== CHANNEL f1l ========
NUC1 1H

Pl 12.00 usec
PL1 -3.00 dB
PL9 65.00 dB
SFO1 750.1335267 MHz
Fl1 - Acquisition parameters
NDO 1

TD 256
SFO1 750.1335 MHz
FIDRES 29.864296 Hz
SW 10.192 ppm
FnMODE States-TPPI

F2 - Processing parameters
SI 2048

SF 750.1299484 MHz
WDW QSINE

SSB 2

LB 0.00 Hz
GB 0

PC 1.00

Fl1 - Processing parameters
SI 1024

MC2 States-TPPI

SF 750.1299484 MHz
WDW QSINE

SSB 2

LB 0.00 Hz
GB 0



CPTCI-Z

300ms

Nostoc commune MAA (Ox. 1.2 mg/0.5 ml) /D20 /298 K

1H ROESY with presat. (roesyphpr)

sakamoto750 01.104.1
mixing time
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sakamoto750 01.104.1

Nostoc commune MAA (Ox. 1.2 mg/0.5 ml) /D20
1H ROESY with presat. (roesyphpr):CPTCI-Z

mixing time=300ms

ppm

5.0

5.0
ppm

Current Data Parameters

NAME sakamoto750_01
EXPNO 104
PROCNO 1

F2 - Acquisition Parameters
Date_ 20101025

Time 20.10
INSTRUM spect
PROBHD 5 mm CPTCI 1H-
PULPROG roesyphpr

TD 2048
SOLVENT D20

NS 8

DS 16

SWH 7645.260 Hz
FIDRES 3.733037 Hz
AQ 0.1339892 sec
RG 4096

DW 65.400 usec
DE 6.00 usec
TE 300.6 K

do 0.00005376 sec
D1 2.00000000 sec
dil 0.03000000 sec
di2 0.00002000 sec
di3 0.00000400 sec
INO 0.00013080 sec
ST1CNT 128
======== CHANNEL fl ========
NUC1 1H

Pl 12.00 usec
P15 300000.00 usec
PL1 -3.00 dB
PLO 65.00 dB
PL11 16.45 dB
SFO1 750.1335267 MHz

Fl1 - Acquisition parameters
NDO 1

TD 256
SFO1 750.1335 MHz
FIDRES 29.864296 Hz
SW 10.192 ppm
FnMODE States-TPPI

F2 - Processing parameters
SI 2048

SF 750.1299484 MHz
WDW QSINE

SSB 2

LB 0.00 Hz
GB 0

PC 1.00

F1 - Processing parameters
SI 1024

MC2 States-TPPI

SF 750.1299484 MHz
WDW QSINE

SSB 2

LB 0.00 Hz
GB 0



Nostoc commune MAA (Ox. 1.2 mg/0.5 ml) /D20 /298 K

1H ROESY with presat. (roesyphpr)

sakamoto750 01.104.1

CPTCI-Z

=300ms

mixing time

Current Data Parameters

sakamoto750 01

NAME

104
1

EXPNO
PROCNO

ppm

F2 - Acquisition Parameters

20.10
spect
D20

5 mm CPTCI 1H-
2048

20101025
roesyphpr

Date_
Time
INSTRUM
PROBHD
PULPROG
TD
SOLVENT
NS

8

16
7645.260 Hz
3.733037 Hz
0.1339892 sec

DS

6.00 usec

300.6 K

4096
65.400 usec
0.00005376 sec

SWH
FIDRES
AQ

RG

DW

DE

TE

2.00000000 sec
0.03000000 sec
0.00002000 sec
0.00000400 sec
0.00013080 sec

do
D1
dil
di2
dis
INO

128

ST1CNT

1H
12.00 usec

300000.00 usec

-3.00 dB
65.00 dB
16.45 dB

750.1335267 MHz

1
256
750.1335 MHz
29.864296 Hz
10.192 ppm

States-TPPI

Fl1 - Acquisition parameters

NDO

TD
SFO1
FIDRES
SW
FnMODE

F2 - Processing parameters

2048
750.1299484 MHz

SI

SF

QSINE

WDW
SSB
LB

2
0.00 Hz

0
1.00

GB

PC

F1 - Processing parameters

1024

States-TPPI

750.1299484 MHz

QSINE

2
0.00 Hz

130

0

ppm

45 44 43 42 41 40 39 38 37 36 35 34 33 32 31 30 29 28



BRUKER
sakamoto750_01
104
1

Current Data Parameters

EXPNO
PROCNO

NAME

Nostoc commune MAA (Ox. 1.2 mg/0.5 ml) /D20 /298 K

1H ROESY with presat. (roesyphpr):CPTCI-Z

mixing time

300ms

sakamoto750 01.104.1
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sakamoto750 01.104.1
Nostoc commune MAA (Ox. 1.2 mg/0.5 ml) /D20
1H ROESY with presat. (roesyphpr):CPTCI-Z

mixing time=300ms

1298 K

ﬁL_ ppm

o

fffffffff g

31
ppm

Current Data Parameters

NAME sakamoto750_01
EXPNO 104
PROCNO 1

F2 - Acquisition Parameters
Date_ 20101025

Time 20.10
INSTRUM spect
PROBHD 5 mm CPTCI 1H-
PULPROG roesyphpr

TD 2048
SOLVENT D20

NS 8

DS 16

SWH 7645.260 Hz
FIDRES 3.733037 Hz
AQ 0.1339892 sec
RG 4096

DW 65.400 usec
DE 6.00 usec
TE 300.6 K

do 0.00005376 sec
D1 2.00000000 sec
dil 0.03000000 sec
di2 0.00002000 sec
dis 0.00000400 sec
INO 0.00013080 sec
ST1CNT 128
======== CHANNEL fl ========
NUC1 1H

Pl 12.00 usec
P15 300000.00 usec
PL1 -3.00 dB
PLO 65.00 dB
PL11 16.45 dB
SFO1 750.1335267 MHz

Fl1 - Acquisition parameters
NDO 1

TD 256
SFO1 750.1335 MHz
FIDRES 29.864296 Hz
SW 10.192 ppm
FnMODE States-TPPI

F2 - Processing parameters
SI 2048

SF 750.1299484 MHz
WDW QSINE

SSB 2

LB 0.00 Hz
GB 0

PC 1.00

F1 - Processing parameters
SI 1024

MC2 States-TPPI

SF 750.1299484 MHz
WDW QSINE

SSB 2

LB 0.00 Hz
GB 0



sakamoto750 01.104.1

Nostoc commune MAA (Ox. 1.2 mg/0.5 ml) /D20 /298 K

1H ROESY with presat. (roesyphpr):CPTCI-Z C.><7
mixing time=300ms BRUKER

(<O

Current Data Parameters

NAME sakamoto750_01
EXPNO 104
ppm PROCNO 1
} } } F2 - Acquisition Parameters
I I I Date 20101025
| | | Time 20.10
| | | INSTRUM spect
I I I PROBHD 5 mm CPTCI 1H-
} } } PULPROG roesyphpr
Fo-mmmmm - Im-—————- - e e e —2.75 ™ 2048
! ! ! SOLVENT D20
I I I NS 8
| | | DS 16
} } } SWH 7645.260 Hz
| | | FIDRES 3.733037 Hz
! ! ! AQ 0.1339892 sec
,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,, I RG 4096
i : 1\ T\ 280 DW 65.400 usec
} } } DE 6.00 usec
| | | TE 300.6 K
I I I do 0.00005376 sec
| | | D1 2.00000000 sec
| | | dii 0.03000000 sec
I ! ! diz 0.00002000 sec
i \ 0 H 2.85 415 0.00000400 sec
I I I INO 0.00013080 sec
! ! ! ST1CNT 128
| | |
| | | ======== CHANNEL fl ========
| | | NUC1 1H
| | | Pl 12.00 usec
[~~~ ~~~"=777 Tttt 7Tt Tttt —2.90 »r1s 300000.00 usec
| | | PL1 -3.00 dB
I I I PL9 65.00 dB
! ! ! PL11 16.45 dB
| | | SFO1 750.1335267 MHz
| | |
| | |
| | |

Fl1 - Acquisition parameters
1

| | |
: : : TD 256
\ \ \ SFO1 750.1335 MHz
I I | FIDRES 29.864296 Hz
} } } Sw 10.192 ppm
| | | FnMODE States-TPPI
I I I
——————————— e e R e — 3.00 F2 - processing parameters
I I I SI 2048
: : : SF 750.1299484 MHz
| | | WDW QSINE
| | | SSB 2
} } } éB 0.00 Hz
| | | B 0
——————————— b3 05
} } } Fl1 - Processing parameters
} } } SI 1024
‘ ‘ ‘ MC2 States-TPPI
I I I SF 750.1299484 MHz
| | | WDW QSINE
M I o 3.10 3¢ 0 00 s
GB 0

ppm



sakamoto750 01.104.1

Nostoc commune MAA (Ox. 1.2 mg/0.5 ml) /D20 /298 K

1H ROESY with presat. (roesyphpr):CPTCI-Z

mixing time=300ms BRUKER

Current Data Parameters

NAME sakamoto750_01
EXPNO 104
ppm PROCNO 1
F2 - Acquisition Parameters
Date_ 20101025
Time 20.10
INSTRUM spect
PROBHD 5 mm CPTCI 1H-
3 6 PULPROG roesyphpr
TD 2048
SOLVENT D20
NS 8
DS 16
3 7 SWH 7645.260 Hz
. FIDRES 3.733037 Hz
AQ 0.1339892 sec
RG 4096
DW 65.400 usec
DE 6.00 usec

38 TE 300.6 K

do 0.00005376 sec
D1 2.00000000 sec
d11 0.03000000 sec
diz 0.00002000 sec
d13 0.00000400 sec
3.9 mo 0.00013080 sec
ST1CNT 128
======== CHANNEL fl ========
NUC1 1H
Pl 12.00 usec
4.0 s 300000.00 usec
PL1 -3.00 dB
PL9 65.00 dB
PL11 16.45 dB
SFO1 750.1335267 MHz

41 Fl1 - Acquisition parameters
1

NDO

TD 256

SFO1 750.1335 MHz

FIDRES 29.864296 Hz
4 2 SW 10.192 ppm

: FnMODE States-TPPI

F2 - Processing parameters

SI 2048

SF 750.1299484 MHz
4.3 wow QSINE

SSB 2

LB 0.00 Hz

GB 0

pC 1.00

44 F1 - Processing parameters

SI 1024
MC2 States-TPPI
SF 750.1299484 MHz
WDW QSINE
4 5 SSB 2
. LB 0.00 Hz
GB 0

3.10 3.05 3.00 2.95 2.90 2.85 2.80 2.75 ppm



sakamoto750 01.104.1
Nostoc commune MAA (Ox. 1.2 mg/0.5 ml) /D20 /298 K
1H ROESY with presat. (roesyphpr):CPTCI-Z

mixing time=300ms

ppm

1.50
ppm

Current Data Parameters
NAME sakamoto750_01
EXPNO 104
PROCNO 1

F2 - Acquisition Parameters
Date_ 20101025
Time 20.10
INSTRUM spect
PROBHD 5 mm CPTCI 1H-
PULPROG roesyphpr

TD 2048
SOLVENT D20

NS 8

DS 16

SWH 7645.260 Hz
FIDRES 3.733037 Hz
AQ 0.1339892 sec
RG 4096

DW 65.400 usec
DE 6.00 usec
TE 300.6 K
do 0.00005376 sec
D1 2.00000000 sec
dil 0.03000000 sec
di2 0.00002000 sec
di3 0.00000400 sec
INO 0.00013080 sec
ST1CNT 128
======== CHANNEL fl ========
NUC1 1H

Pl 12.00 usec
P15 300000.00 usec
PL1 -3.00 dB
PLO 65.00 dB
PL11 16.45 dB
SFO1 750.1335267 MHz
Fl1 - Acquisition parameters
NDO

TD 256
SFO1 750.1335 MHz
FIDRES 29.864296 Hz
SW 10.192 ppm
FnMODE States-TPPI

F2 - Processing parameters
SI 2048

SF 750.1299484 MHz
WDW QSINE

SSB 2

LB 0.00 Hz
GB 0

PC 1.00

F1 - Processing parameters
SI 1024

MC2 States-TPPI

SF 750.1299484 MHz
WDW QSINE

SSB 2

LB 0.00 Hz
GB 0



sakamoto750 01.104.1

Nostoc commune MAA (Ox. 1.2 mg/0.5 ml) /D20 /298 K

1H ROESY with presat. (roesyphpr):CPTCI-Z

mixing time=300ms BRUKER

Current Data Parameters

NAME sakamoto750_01
EXPNO 104
ppm PROCNO 1
} } } } } } } } \ a F2 - Acquisition Parameters
| | | | I I I I I - Date 20101025
| | | | | | | | | : Tine 20.10
I I I I I I I I I C INSTRUM spect
7777777777 L S A A S S A R o PROBHD 5 mm CPTCI 1H-
- ! - T r ' . 1 r - — 3.6 rpurrroc roesyphpr
I I I I I I I | | L TD 2048
! ! ! ! ! ! ! ! ! r SOLVENT D20
I I I I I I I I I F NS 3
I I I I I I I I I
| | | | | | | | I r DS 16
Lo P, A mmmm—o b mmmmmmoo o mmmm——o o (R e M mmmmmo Femmmmmmoo (R 3,7 Sw 7645.260 Hz
| | | | | | | | | r . FIDRES 3.733037 Hz
} } } } } } } } } r AQ 0.1339892 sec
| | | | | | | | | [ RG 4096
| | | | | | | I | C DW 65.400 usec
! ! ! ! ! ! ! ! ! - DE 6.00 usec
I I I I I I I | I +
7777777777777777777777777777777777777777777777777777777777777777777777777777777777777777777777777777 r TE 300.6 K
r I hl T r I b T T r
I I I I I I I I I L 3'8 do 0.00005376 sec
} } } } } } } } } r D1 2.00000000 sec
| | | | | | | | | a di1 0.03000000 sec
I | I I | ! | I ! - di2 0.00002000 sec
| | | | | | | | | C d13 0.00000400 sec
[~~~ ~~~===- ImTT T i T oo | [ i it B A TTTTTT T T T T T T T f’3.9 INO 0.00013080 sec
! ! ! ! ! ! ! ! ! . ST1CNT 128
I I I I I I I I I L
I I I I I I I I I 5
I I I I I I I I I N ======== CHANNEL fl ========
I I I I I I I I I L
| | | | | | | | | - NUC1 1H
| | | | | | | | | o Pl 12.00 usec
[~~~ ~"~7777 } 7777777777 7‘ 7777777777 T‘ 7777777777 ‘T 7777777777 } 77777777777 } 7777777777 T‘ 7777777777 ‘T 7777777777 ‘F 7777777777 L 4.0 P15 300000.00 usec
| | | | | | | | | g pLs 55100 de
I I I I I I I I r .
! ! ! ! ! ! ! ! . PL11 16.45 dB
\ \ ‘ ‘ | | | | r SFO1 750.1335267 MHz
I | | I ) | | | I C
} \ | } } } } | } 5 4.1 Fl1 - Acquisition parameters
| | | | | | | | | - NDO 1
| | | | | | | | | r TD 256
! } } } } } } } } - SFO1 750.1335 MHz
I I I I | | | | | r FIDRES 29.864296 Hz
,,,,,,,,,,, g g . g g g g S B SW 10.192 ppm
\ \ \ \ } l \ \ \ r 4.2 FnMODE States-TPPI
I I I I I I I I I E
| | | | ! | | | | - F2 - Processing parameters
I I I I I I I I F SI 2048
: : : : : : : : L SF 750.1299484 MHz
*********** iy el el il B e ol G B oL | QSINE
| | | | I | | | | o SSB 2
l l l l l l l l l ? LB 0.00 Hz
| | | | | | | I | L GB 0
l l l l l l l l l . Pe 100
Lo [ AP E S [ [ AU e ] r
| [ [ | | | | | | L Z1.4 F1l - Processing parameters
I I I I I I I I I E ST 1024
! } } } } } } } } a MC2 States-TPPT
I I I I I I I I I - SF 750.1299484 MHz
l l l l l l l l l : WDW QSINE
| I | | | I | I | [ SSB 2
| | | | | | | | | 4.5 Ir 0.00 Hz
GB 0

1.50 1.45 1.40 1.35 1.30 1.25 1.20 1.15 1.10 1.05 ppm



sakamoto750 01.104.1
Nostoc commune MAA (Ox. 1.2 mg/0.5 ml) /D20 /298 K
1H ROESY with presat. (roesyphpr):CPTCI-Z

mixing time=300ms

1.50
ppm

Current Data Parameters
NAME sakamoto750_01
EXPNO 104
PROCNO 1

F2 - Acquisition Parameters

Date_ 20101025

Time 20.10
INSTRUM spect
PROBHD 5 mm CPTCI 1H-
PULPROG roesyphpr

TD 2048
SOLVENT D20

NS 8

DS 16

SWH 7645.260 Hz
FIDRES 3.733037 Hz
AQ 0.1339892 sec
RG 4096

DW 65.400 usec
DE 6.00 usec
TE 300.6 K

do 0.00005376 sec
D1 2.00000000 sec
dil 0.03000000 sec
di2 0.00002000 sec
di3 0.00000400 sec
INO 0.00013080 sec
ST1CNT 128
======== CHANNEL fl ========
NUC1 1H

Pl 12.00 usec
P15 300000.00 usec
PL1 -3.00 dB
PLS 65.00 dB
PL11 16.45 dB
SFO1 750.1335267 MHz

Fl1 - Acquisition parameters
NDO 1

TD 256
SFO1 750.1335 MHz
FIDRES 29.864296 Hz
SW 10.192 ppm
FnMODE States-TPPI

F2 - Processing parameters
SI 2048

SF 750.1299484 MHz
WDW QSINE

SSB 2

LB 0.00 Hz
GB 0

PC 1.00

F1 - Processing parameters
SI 1024

MC2 States-TPPI

SF 750.1299484 MHz
WDW QSINE

SSB 2

LB 0.00 Hz
GB 0



sakamoto750 01.105.1

Nostoc commune MAA (Ox. 1.2 mg/0.5 ml) /D20 /298 K

1H{13C} HSQC (hsqcetgpsisp.2):CPTCI-Z BRUKER
p28:0.1us (_.K)
sp3:Crp80,0.5,20.1 -1.77dB(=22.2us rectangle pulse)

sp7:Crp80comp.4 —-1.77dB(=22.2us rectangle pulse) Curzent bata parancters
Wurst60,1.25,20 Q=2 1250us 7.00B(=64.0us rectangle pulse) Facmo 3
CPDPRG2:p5m4spl80 (rpar:hsqcetgpsisp?2)

PROBHD 5 mm CPTCI 1H-
PULPROG hsqgcetgpsisp.2

= GRADIENT CHANNEL ==

TD 2048
SOLVENT D20
NS 8
ppmns 16
1 SWH 7645.260 Hz
FIDRES 3.733037 Hz
T T T 1 T i T T T T T T 1 T i 20 0.1339892 sec
I I I I I I I I I I I I I I | 32768
I I I I I I I I I I I I I I I 65.400 use
I I I I I I I I I I I I I I I 6.00 use
I I I I I I I I I I I I I I I F 3006 K
I I I I I I I I I I I I I I I 145.0000000
I I I I I I I I I I I I I I I ~0.5000000
0.00000300 sec
I I I I I I I I I I I I I I I 150000000 s
Lo A [ Lo [ Lo Jo_ [ Ao __ [, Ao [ Lo [ Lo e | 0.00172414 gec
1 I 1 I ] 1 ] . 1 ] ] I 1 1 ] 1 0103000000 se
I I I I I I I I I I I I o I I 0.00020000 se
I I I I I I I I I I I e I I | 0.00086207 se
I I I I I I I I I I I I I I I 0.00122600 se«
I I I I I I I I I I I I I I I r 0.00120800 sec
I I I I I I I I I I I I I I I 0.00147014 sec
0.00135807 sec
I I I I I I I I I +_ & I I I I I 0700001600 oot
I I I I I I I I I I I I I I 128
I . e - e e RN N PR . b A [ I e e e AN e e Lm - Ao I
I I I I I I I I I I I I I I I - CHANNEL f1
I I I I I I I I I I I I I I I
I I I I I I I I I I I I I I I 12.00 use
I I I I I I I | I I I I I I I 24.00 use
| | | | | | | *, ¢ | | | | | | | B 0.10 use
| | | | | | | | | | | | | | | 73.00 B
750.1335267 MH:
I I I I I I I I I I I I I I I
I I I I I I I I I I I I I I I — CHANNEL £2
e o [ —————— PR lm————— — Fo———— PR Fom———— dmm - — bmmm—— P e m———— - A Jmm————— o —— S R — 60 CPDPRG2 bSmAsp1a0
! ! ! ! ! ! ! ! <@ L ' ! ! ! ! ! ! NUC2 13c
I I I I I I I I s I I I I I I 3 15.20 use
I I I I I I I I I I I I I I I P14 500.00 usc
I I I I I I I I I I I I I I I P24 2000.00 us¢
| | | | | | | PY | | | | | | | | PCPD2 1250.00 use
I I I I I I I I I I I I I I I Lo 120.00 dB
PL2 -4.90 dB
I I I I I I I I I I I I I I I PLi2 720 aB
! ! ! ! ! ! ! ! ! ! ! ! | ! ! SFO2 188.6344855 MH:
I I | [ i B SP3 -1.65 dB
I I I I I I sp7 -1.65 dB
| | | | | | SPNAM3 Crp80,0.5,20.1
| 1 1 1 1 1 SPNAM7 Crp80comp. 4
| | | | | | SPNAM15 Wurst60,1.25,20
| | | | | | SPOAL3 0.500
| | | | | | SPOAL7 0.500
SPOAL15 0.500
! ! ! ! ! ! SPOFFS3 0.00 Hz
! ! ! ! ! ! SPOFFS7 0.00 Hz
I 1 SPOFFS15 0.00 Hz
I I
I I
I I
I I
I I
I I
I I
I |
I l
I I
I I
I I
I I
I I
I I
I I
I I
I
I
I
I
I
I
I
I
|
\

I I
I I
I I
I I
I I
| |
I I
I I
d I
I I I I I I I I I I I I I
I I e I I I [ I I I I I I I
I I I I I I ° I I I I 1 1 1 GPNAM1 SINE.100
] | | | | | | | | | | | | L GPNAM2 SINE.100
I I I I I I I I I I I I I GPz1 80.00 %
I I I I I I I I I I I I I opz2 20.10 %
P16 1000.00 us¢
I I I I I I I I I I I I I
N [ S ISP e ) _____ L R S S S, | F1 - Acquisition parameters
T T I T i ] i i T | T T i NDO 2
I I I I I I I I I I I I I ™D 56
| | | | | | | | | | | I I SFO1 188.6345 MH:
I I I I I 1 1 1 1 1 1 | | FIDRES 122.070312 Hz
I I I I I I I I I I I I I - sw 165.664 ppr
| | | | | | | | | 1 1 1 1 FnMODE Echo-Antiecho
! ! ! ! ! ! ! ! ! ! ! ! ! F2 - Processing parameters
I I I I I I I I I I I I I P 10
R A L o ___ Y ______ 7140 SF 750.1299425 MH:
I I ] I ] i i i i ] I ] ] i Wow QSINE
I I I I I I I I I I I I I | SSB 2
I I I I I I I I I I I I I I LB 0.00 Hz
I I I I I I I I I I I I I I GB 0
I I I I I I I I I I I I I I 3 BC 1.40
! ! ! ! ! ! ! ! ! ! ! ! ! ! Fl1 - Processing parameters
I I I I I I I I I I I I I I i
! ! ! ! ! ! ! ! ! ! ! ! ! ! MC2 echo-antiecho
L L L L | | | | | ! | | | | SF 188.6198149 MH:
\ \ \ \ \ \ \ \ \ \ \ \ \ \ oW

sSB

80 75 70 65 60 55 50 45 40 35 30 25 20 15 10 05 ppm &



sakamoto750 01.105.1

Nostoc commune MAA (Ox. 1.2 mg/0.5 ml) /D20 /298 K
1H{13C} HSQC (hsqcetgpsisp.2):CPTCI-Z

p28:0.1us

sp3:Crp80,0.5,20.1 -1.77dB(=22.2us rectangle pulse)
sp7:Crp80comp.4 —1.77dB(=22.2us rectangle pulse)
Wurst60,1.25,20 Q=2 1250us 7.00B(=64.0us rectangle pulse)
CPDPRG2:p5m4spl80 (rpar:hsqcetgpsisp?2)

ppmSWH

50

60

70

80

90

100

110

ppm P

Current Data Parameters

NAME sakamoto750_01
EXPNO 105
PROCNO 1
F2 - Acquisition Parameter:
Date_ 20101025
Time 21.35
INSTRUM spect

PROBHD 5 mm CPTCI 1H-
PULPROG hsqgcetgpsisp.2
2048

D
SOLVENT D20
NS 8
DS 16
7645.260 Hz
3.733037 Hz
0.1339892 se
32768
65.400 use
6.00 use
300.6 K
145.0000000
-0.5000000

0.00000300 sec
1.50000000 sec
0.00172414 sec
0.03000000 sec
0.00020000 sec
0.00086207 sec
0.00122600 sec
0.00120800 sec
0.00147014 sec
0.00135807 sec
0.00001600 sec
128
= CHANNEL f1 =
12.
24.
0.
-3.00 dB
750.1335267 MH:
- = CHANNEL £2 =
CPDPRG2 p5m4sp180
NUC2 13C
P3 15.20 use
P14 500.00 usc
P24 2000.00 use
PCPD2 1250.00 use
PLO 120.00 dB
PL2 -4.90 dB
PL12 7.20 dB
SFO2 188.6344855 MH:
sp3 -1.65 dB
SP7 -1.65 dB
SPNAM3  Crp80,0.5,20.1
SPNAM7 Crp8ocomp.4
SPNAM15 Wurst60,1.25,20
SPOAL3 0.500
SPOAL7 0.500
SPOAL15 0.500
SPOFFS3 0.00 Hz
SPOFFS7 0.00 Hz
SPOFFS15 0.00 Hz

GRADIENT CHANNEL ==

GPNAM1 SINE.100
GPNAM2 SINE.100
GPZ1 80.00 %
GPZ2 20.10 %
Plée 1000.00 use

F1 - Acquisition parameter:
2

TD 56
SFOL1 188.6345 MH:
FIDRES 122.070312 Hz
sw 165.664 ppr
FnMODE Echo-Antiecho

F2 - Processing parameters
SI

SF 750.1299425 MH:
WDW QSINE
SsB 2

LB 0.00 Hz
GB 0

pC 1.40

F1 - Processing parameters
SI

M2 echo-antiecho

SF 188.6198149 MH:
WDW

SsB

2
0.00 Hz
0



sakamoto750 01.105.1

Nostoc commune MAA (Ox. 1.2 mg/0.5 ml) /D20 /298 K
1H{13C} HSQC (hsqcetgpsisp.2):CPTCI-Z

p28:0.1us

sp3:Crp80,0.5,20.1 -1.77dB(=22.2us rectangle pulse)
sp7:Crp80comp.4 —1.77dB(=22.2us rectangle pulse)
Wurst60,1.25,20 Q=2 1250us 7.00B(=64.0us rectangle pulse)
CPDPRG2:p5m4spl80 (rpar:hsqcetgpsisp?2)

m
ey

45 44 43 4.2

36 35 3.2 3.

34 33

41 40 39 38 37

1 30

2.9

2.8

Current Data Parameters
NAME sakamoto750_01
EXPNO 105
PROCNO 1
F2 - Acquisition Parameter:
Date_ 20101025
Time 21.35
INSTRUM spect
PROBHD 5 mm CPTCI 1H-
PULPROG hsqgcetgpsisp.2
D 2048
SOLVENT D20
NS 8
pmeS 16
SWH 7645.260 Hz
FIDRES 3.733037 Hz
20 0.1339892 sec
32768
65.400 use
6.00 use
300.6 K
145.0000000
-0.5000000
0.00000300 sec
1.50000000 sec
0.00172414 sec
0.03000000 sec
0.00020000 sec
0.00086207 sec
0.00122600 sec
0.00120800 sec
0.00147014 sec
0.00135807 sec
0.00001600 sec
128
= CHANNEL f1
12.00 use
24.00 use
0.10 use
-3.00 dB
750.1335267 MH:
= CHANNEL f2
60 CPDPRG2 pSm4spl80
NUC2 13C
P3 15.20 use
P14 500.00 us¢
P24 2000.00 use
PCPD2 1250.00 use
PLO 120.00 dB
PL2 -4.90 dB
PL12 7.20 dB
SFO2 188.6344855 MH:
70 sP3 -1.65 dB
SP7 -1.65 dB
SPNAM3  Crp80,0.5,20.1
SPNAM7 Crp8ocomp. 4
SPNAM15 Wurst60,1.25,20
SPOAL3 0.500
SPOAL7 0.500
SPOAL15 0.500
SPOFFS3 0.00 Hz
SPOFFS7 0.00 Hz
80 SPOFFS15 0.00 Hz
= GRADIENT CHANNEL ==
GPNAM1 SINE.100
GPNAM2 SINE.100
GPZ1 80.00 %
GPZ2 20.10 %
Plée 1000.00 use

F1 - Acquisition parameter:
NDO 2

TD 256
SFOL1 188.6345 MH:
FIDRES 122.070312 Hz
sw 165.664 ppr
FnMODE Echo-Antiecho
F2 - Processing parameters
SI 10
100 SF 750.1299425 MH:
WDW QSINE
SsB 2
LB 0.00 Hz
GB 0
pC 1.40
F1 - Processing parameters
SI
M2 echo-antiecho
SF 188.6198149 MH:
WDW
SsB 2
LB 0.00 Hz
ppm o



sakamoto750 01.105.1

Nostoc commune MAA (Ox. 1.2 mg/0.5 ml) /D20 /298 K
1H{13C} HSQC (hsqcetgpsisp.2):CPTCI-Z

p28:0.1us

sp3:Crp80,0.5,20.1 -1.77dB(=22.2us rectangle pulse)
sp7:Crp80comp.4 —1.77dB(=22.2us rectangle pulse)
Wurst60,1.25,20 Q=2 1250us 7.00B(=64.0us rectangle pulse)
CPDPRG2:p5m4spl80 (rpar:hsqcetgpsisp?2)

Current Data Parameters

NAME sakamoto750_01
EXPNO 105
PROCNO 1
F2 - Acquisition Parameter:
Date_ 20101025
Time 21.35
INSTRUM spect

PROBHD 5 mm CPTCI 1H-
PULPROG hsqgcetgpsisp.2
D 2048
SOLVENT D20

8

NS
ppl Npos 16
SWH 7645.260 Hz

0.1339892 sec
32768
65.400 use
6.00 use
300.6 K
145.0000000
-0.5000000
.00000300 sec
50000000 sec
00172414 sec
03000000 sec
00020000 sec
00086207 sec
00122600 sec
00120800 sec
00147014 sec
00135807 sec
00001600 sec
128

FIDRES 3.733037 Hz
20

cocoocoooooro

= CHANNEL f1

12.00 use
24.00 use
0.10 use
-3.00
750.1335267 MH:

= CHANNEL f2

CPDPRG2 p5m4sp180
NUC2 13C

P3 15.20 use
P14 500.00 usc
P24 2000.00 use
PCPD2 1250.00 use
PLO 120.00 dB
PL2 -4.90 dB
PL12 7.20 dB
SFO2 188.6344855 MH:
sp3 -1.65 dB

SP7 -1.65 dB
| 108 SPNAM3  Crp80,0.5,20.1
SPNAM7 Crp8ocomp.4

SPNAM15 Wursté60,1.25,20
0.5

4.50 4.45

SPOAL3 00
SPOAL7 0.500
SPOAL15 0.500

r SPOFFS3 0.00 Hz
SPOFFS7 0.00 Hz
SPOFFS15 0.00 Hz

= GRADIENT CHANNEL ==

— 110 GPNAM1 SINE.100
GPNAM2 SINE.100
GPZ1 80.00 %
GPZ2 20.10 %
P16 1000.00 use
F1 - Acquisition parameter:
NDO 2
TD 56
SFOL1 188.6345 MH:

- 112 FIDRES 122.070312 Hz
sw 165.664 ppr
FnMODE Echo-Antiecho
F2 - Processing parameters
SI

r SF 750.1299425 MH:
WDW QSINE
SsB 2
LB 0.00 Hz
GB 0

— 114 pC 1.40
F1 - Processing parameters
SI
M2 echo-antiecho
SF 188.6198149 MH:
WDW
SsB

2
0.00 Hz
0

ppm P



sakamoto750 01.105.1

Nostoc commune MAA (Ox. 1.2 mg/0.5 ml) /D20 /298 K
1H{13C} HSQC (hsqcetgpsisp.2):CPTCI-Z

p28:0.1us

sp3:Crp80,0.5,20.1 -1.77dB(=22.2us rectangle pulse)
sp7:Crp80comp.4 —1.77dB(=22.2us rectangle pulse)

Current Data Parameters
NAME sakamoto750_01

NDO

D
SFO1
FIDRES
sW

ppm P

— — EXPNO 105
Wurst60,1.25,20 Q=2 1250us 7.00B(=64.0us rectangle pulse) :
CPDPRG2:p5m4sp180 (rpar:hsqcetgpsisp?2) £z, peauisition paranecer:

- - Date_ 20101025
Time 21.35
INSTRUM spect
PROBHD 5 mm CPTCI 1H-
PULPROG hsqgcetgpsisp.2
TD 2048
SOLVENT D20
NS 8
Ds 16
S 7645.260 Hz
FIDRES 3.733037 Hz
AQ 0.1339892 sec
RG 32768
DW 65.400 use
DE 6.00 use¢
TE 300.6 K
CNST2 145.0000000
CNST17 -0.5000000
do 0.00000300 sec
D1 1.50000000 sec
d4 0.00172414 se
di1 0.03000000 sec
Dlée 0.00020000 sec
D24 0.00086207 sec
DELTA 0.00122600 sec
DELTA1 0.00120800 sec
DELTA2 0.00147014 sec
DELTA3 0.00135807 sec
INO 0.00001600 sec
ST1CNT 128
======== CHANNEL f1 ======
NUC1
Pl 12.00 use
p2 24.00 use
P28 0.10 use
PL1 -3.00 dB
SFO1 750.1335267 MH:
======== CHANNEL f2 ======
CPDPRG2 p5mdsplso
NuUC2 13C
P3 15.20 use
P14 500.00 us¢
P24 2000.00 use
PCPD2 1250.00 use
PLO 120.00 dB
PL2 -4.90 dB
PL12 7.20 dB
SFO2 188.6344855 MH:
SP3 -1.65 dB
SP7 -1.65 dB
SPNAM3 Crp80,0.5,20.1
SPNAM7 Crp80comp. 4
SPNAM15 Wurst60,1.25,20
SPOAL3 0.500
SPOAL7 0.500
SPOAL15 0.500
SPOFFS3 0.00 Hz
SPOFFS7 0.00 Hz
SPOFFS15 0.00 Hz
====== GRADIENT CHANNEL ==
GPNAM1 SINE.100
GPNAM2 SINE.100
GPZ1 80.00 %
GPZ2 20.10 %
Plée 1000.00 use

F1 - Acquisition parameter:
2

188.6345 MH:
122.070312 Hz
165.664 ppr

FnMODE Echo-Antiecho

F2 - Processing parameters
SI

SF 750.1299425 MH:
WDW QSINE
SsB 2

LB 0.00 Hz
GB 0

pC 1.40

F1 - Processing parameters

echo-antiecho
188.6198149 MH:

2
0.00 Hz
0



sakamoto750 01.105.1

Nostoc commune MAA (Ox. 1.2 mg/0.5 ml) /D20 /298 K

1H{13C} HSQC (hsqcetgpsisp.2):CPTCI-Z BRUKER
p28:0.1us L>§.)
sp3:Crp80,0.5,20.1 -1.77dB(=22.2us rectangle pulse)

sp7:Crp80comp.4 —-1.77dB(=22.2us rectangle pulse) Curzent bata parancters
Wurst60,1.25,20 Q=2 1250us 7.00B(=64.0us rectangle pulse) Facmo B
CPDPRG2:p5m4spl80 (rpar:hsqcetgpsisp?2)

PROBHD 5 mm CPTCI 1H-
PULPROG hsqgcetgpsisp.2

D 2048
SOLVENT D20
NS 8

ppl Npos 16
SWH 7645.260 Hz

3.733037 Hz
0.1339892 sec
32768
65.400 use
6.00 use
300.6 K
145.0000000
-0.5000000
.00000300 sec
50000000 sec
00172414 sec
03000000 sec
00020000 sec
00086207 sec
00122600 sec
00120800 sec
00147014 sec
00135807 sec
00001600 sec

cocoocoooooro

= CHANNEL f1

12.00 use
24.00 use
0.10 use

-3.00
750.1335267 MH:

= CHANNEL £2
CPDPRG2 p5m4sp180
NUC2 13C

P3 15.20 use
P14 500.00 usc
P24 2000.00 use
PCPD2 1250.00 use
PLO 120.00 dB
PL2 -4.90 dB
PL12 7.20 dB
SFO2 188.6344855 MH:
sp3 -1.65 dB
SP7 -1.65 dB
SPNAM3  Crp80,0.5,20.1
SPNAM7 Crp8ocomp.4
SPNAM15 Wurst60,1.25,20
SPOAL3 0.500
SPOAL7 0.500
SPOAL15 0.500
SPOFFS3 0.00 Hz
SPOFFS7 0.00 Hz
SPOFFS15 0.00 Hz

= GRADIENT CHANNEL ==
GPNAM1 SINE.100
GPNAM2 SINE.100
GPZ1 80.00 %
GPZ2 20.10 %
Plée 1000.00 use

F1 - Acquisition parameter:
NDO 2
TD 56
SFOL1 188.6345 MH:
FIDRES 122.070312 Hz
sw 165.664 ppr
FnMODE Echo-Antiecho

F2 - Processing parameters
SI

SF 750.1299425 MH:
WDW QSINE
SsB 2

LB 0.00 Hz
GB 0

pC 1.40

F1 - Processing parameters
SI

M2 echo-antiecho

SF 188.6198149 MH:
WDW

SsB

3.10 3.05 3.00 2.95 2.90 2.85 2.80 2.75 ppm R




sakamoto750 01.105.1

Nostoc commune MAA (Ox. 1.2 mg/0.5 ml) /D20 /298 K

1H{13C} HSQC (hsqcetgpsisp.2):CPTCI-Z BRUKER
p28:0.1us (_.K)
sp3:Crp80,0.5,20.1 -1.77dB(=22.2us rectangle pulse)

sp7:Crp80comp.4 —-1.77dB(=22.2us rectangle pulse) Curzent bata parancters
Wurst60,1.25,20 Q=2 1250us 7.00B(=64.0us rectangle pulse) Facmo 3
CPDPRG2:p5m4spl80 (rpar:hsqcetgpsisp?2)

PROBHD 5 mm CPTCI 1H-
PULPROG hsqgcetgpsisp.2

TD 2048
SOLVENT D20
NS 8
ppl Nos 16
SWH 7645.260 Hz
FIDRES 3.733037 Hz
! ! ! ! ! ! ! ! ! 20 0.1339892 sec
! ! ! ! ! ! ! ! ! 32768
| | | | | | | | | 65.400 us¢
| | | | | | | | | 6.00 use
e [ e R 300.6 K
| | 1 | 145.0000000
| | | | -0.5000000
0.00000300 se
! ! ! ! 1.50000000 sec
! ! ! ! 0.00172414 sec
! ! ! ! 0.03000000 sec
| | | | 0.00020000 sec
I I I I 0.00086207 sec
| | | | 0.00122600 se
| | | | 0.00120800 sec
h | \ 0.00147014 sec
| | | 0.00135807 se
0.00001600 sec
! ! ! 128
I I I
! ! | = CHANNEL f1
| | |
I I I 12.00 use
| | | 24.00 use
| | | 0.10 use
; ' . -3.00 dB
| | | X X | X X X 750.1335267 MH:
| | | | | | | | | — CHANNEL f2
| | | | | | | | | CPDPRG2 p5masp180
! ! ! | | | | | | NUC2 13c
| | | | | | | | | [ P3 15.20 use
| | | | | | | | Pl4 500.00 use
| | | | | | | | P24 2000.00 us¢
| | | | | | | PCPD2 1250.00 use
| | | | | | | PLO 120.00 dB
PL2 -4.90 dB
! ! ! ! ! ! ! PL12 7.20 dB
! ! ! ! ! ! ! SFO2 188.6344855 MH:
! ! ! ! ! ! ! sP3 -1.65 dB
I I I I I I I I sp7 -1.65 dB
I I I I I I I I SPNAM3  Crp80,0.5,20.1
| | | | | | | | | SPNAM7 Crpg0comp. 4
| | | | | | | | | SPNAM15 Wurst60,1.25,20
| | | | | | | | | SPOAL3 0.500
! ! ! ! ! ! ! ! ! SonLis 31500
F~~~~=~==77- === smmm—- L I=========-= A==========- A== Fo—mmmommm oo tommmmmm o Fommmmmm oo L — 24 SPOFFS3 0.00 Hz
! ! ! ! ! ! ! ! ! SPOFFS7 0.00 Hz
! ! ! | | | | | | SPOFFS15 0.00 Hz
| | | | | | | | |
| | | | | | | | | - GRADIENT CHANNEL ==
| | | | | | | | | F GPNAM1 SINE.100
| | | | | | | | | GPNAM2 SINE.100
I I I I I I I I I erzl 80.00 %
I I I I I I I I I gpaz 20.10 %
| | | | | | | | | P16 1000.00 use
! ! ! ! ! ! ! ! ! 26 F1 - Acquisition parameter:
I I I I I I I I I NDO 2
I I I I I I I I I TD 56
| | | | | | | | | SFO1 188.6345 MH:
| | | | | | | | | L FIDRES 122.070312 Hz
I I I I I I I I I sw 165.664 ppr
| | | | | | | | | FnMODE  Echo-Antiecho
! ! ! ! ! ! ! ! ! F2 - Processing parameters
I I I I I I I I I ST 10
-~~~ ~"~"~=7=°7° Fomsmmm s === I==========- I AT toT T T tomm T to--m T Fo-Tm T T — 28 SF 750.1299425 MH:
| | | | | | | | | WDW QSINE
| | | | | | | | | SSB 2
| | | | | | | | | LB 0.00 Hz
| | | | | | | | | GB 0
| | | | | | | | | i BC 1.40
! ! ! ! ! ! ! ! ! Fl - Processing parameters
| | | | | | | | | ST
! ! ! ! ! ! ! ! ! MC2 echo-antiecho
! ! ! ! ! ! ! ! L 30 SF 188.6198149 MH:
\ \ \ \ \ \ \ \ \ WDH OSINE

sSB

1.50 1.45 1.40 1.35 1.30 1.25 1.20 1.15 1.10 1.05 ppm = Sk
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sakamoto750_01

EXPNO
PROCNO

NAME

Current Data Parameters

CPTCI-Z

Nostoc commune MAA (Ox. 1.2 mg/0.5 ml) /D20 /298 K

1H{13C} HMBC (hmbcgpl2ndqf)

sakamoto750 01.106.1
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CHANNEL f1

750.1335267 MH:

CHANNEL f2

188.6392010 MH.

GRADIENT CHANNEL

GPZ1

GPZ2

-5.00 %
1000.00 use

GPZ3
GPZ4
GPZS5
GPZ6
Pl6

2

256
188.6392 MH:
164.128159 Hz

F1 - Acquisition parameter:

NDO
D

SFO1

FIDRES
sW

222.736 ppr
QF

FnMODE
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sakamoto750 01.106.1
Nostoc commune MAA (Ox. 1.2 mg/0.5 ml) /D20 /298 K
1H{13C} HMBC (hmbcgpl2ndqf):CPTCI-Z

Current Data Parameters

R R e A mm e — - -
I
I
i |
I
|
° I
g o mm e -
I
e
I
I
|
|
I
,,,,,,,,,,,,,,,,,,,,,,, T

NAME sakamoto750_01
EXPNO 106
PROCNO 1
F2 - Acquisition Parameter:
Date_ 20101025
Time 22.33
INSTRUM spect
PROBHD 5 mm CPTCI 1H-
PULPROG hmbcgpl2ndgf
4096
SOLVENT D20
NS 16
ppmns 16
SWH 7645.260 Hz
FIDRES 1.866518 Hz
AQ 0.2679284 sec
RG 32768
Dw 65.400 use
L DE 6.00 use
TE 300.6 K
CNST6 120.0000000
CNST7 200.0000000
— 20 CNST13 8.0000000
do 0.00000300 sec
D1 150000000 se
de 0.06250000 sec
r D16 0.00020000 sec
DELTAL 0.00296667 sec
DELTA2 0.00130000 sec
DELTA3 0.06129600 sec
— 40 o 000001190 se
= CHANNEL f1 = =

1H
12.00
24.00

use
use

-3.00
750.1335267 MH:

CHANNEL f2

13C
15.20
-4.90
188.6392010

use
dB
MH:

GRADIENT CHANNEL
SINE.100
SINE.100

100

.100

.100

o0 ap ap e b ap

Pl6

F1 - Acquisition parameter:
2

-120 =

256
188.6392

ppm

SFO1 MH:
FIDRES 164.128159 Hz
sW 222.736 ppr
B FnMODE OF
F2 - Processing parameters
| SI 1024
140 SF 750.1299425 MH:
WDW SINE
SsB 0
L LB 0.00 Hz
GB 0
pC 1.40
| 160 Fl - Processing parameters
SI
M2 QF
SF 188.6198149 MH:
L WDW SINE
SsB 0
LB 0.00 Hz
GB 0



sakamoto750 01.106.1
Nostoc commune MAA (Ox. 1.2 mg/0.5 ml) /D20 /298 K
1H{13C} HMBC (hmbcgpl2ndqf):CPTCI-Z

120

16

45 44 43 42 41 40 39 38 37 36 35 34 33 32 31 30 29 28

ppm

Current Data Parameters

NAME sakamoto750_01
EXPNO 106
PROCNO 1
F2 - Acquisition Parameter:
Date_ 20101025
Time 22.33
INSTRUM spect

PROBED 5 mm CPTCI 1H-
PULPROG hmbegpl2ndgf
4096

SOLVENT D20
NS 16
DS 16
SWH 7645.260 Hz
FIDRES 1.866518 Hz
aQ 0.2679284 sec
RG 32768
DW 65.400 use
DE 6.00 use¢
TE 300.6 K
CNST6 120.0000000
CNST7 200.0000000
CNST13 8.0000000
dao 0.00000300 sec
D1 1.50000000 sec
de 0.06250000 sec
D16 0.00020000 sec
DELTA1 0.00296667 sec
DELTA2 0.00130000 sec
DELTA3 0.06129600 sec
0.00001190 sec

INO

= CHANNEL f1 =

1H
12.00 use
24.00 use

-3.00
750.1335267 MH:

CHANNEL f2 =
13C

15.20 use

-4.90 dB

188.6392010 MH:

GRADIENT CHANNEL ==:
SINE.100
SINE.100
SINE.100
SINE.100
SINE.100

o0 ap ap e b ap

F1 - Acquisition parameter:
NDO 2
D

256
SFO1 188.6392 MH:
FIDRES 164.128159 Hz
sW 222.736 ppr
FnMODE oF

F2 - Processing parameters
SI

SF 750.1299425 MH:
WDW SINE
SsB 0

LB 0.00 Hz
GB 0

pC 1.40

F1l - Processing parameters
QF

SF 188.6198149 MH:
SINE

0
LB 0.00 Hz
0



sakamoto750 01.106.1
Nostoc commune MAA (Ox. 1.2 mg/0.5 ml) /D20 /298 K
1H{13C} HMBC (hmbcgpl2ndqf):CPTCI-Z

| )

| | B X
O 4

! ! =]

I I T

| |

45 44 43 42 41 40 39 38 37 36 35 34 33 32 31 30 29 28

10

20
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40

50

60

70

80

90

ppm

Current Data Parameters

NAME sakamoto750_01
EXPNO 106
PROCNO 1
F2 - Acquisition Parameter:
Date_ 20101025
Time 22.33
INSTRUM spect

PROBED 5 mm CPTCI 1H-
PULPROG hmbegpl2ndgf
4096

SOLVENT D20
NS 16
DS 16
SWH 7645.260 Hz
FIDRES 1.866518 Hz
aQ 0.2679284 sec
RG 32768
oW 65.400 usc
DE 6.00 usc
TE 300.6 K
CNST6 120.0000000
CNST7 200.0000000
CNST13 8.0000000
do 0.00000300 sec
D1 1.50000000 sec
ds 0.06250000 sec
D16 0.00020000 sec
DELTAL 0.00296667 sec
DELTA2 0.00130000 sec
DELTA3 0.06129600 sec
INO 0.00001190 sec
= = CHANNEL f1 = =
NUCL 1H
Pl 12.00 use
p2 24.00 use
PL1 -3.00 dB
SFO1 750.1335267 MH:
CHANNEL f2 =
13¢
15.20 use
-4.90 dB
188.6392010 MH:
GRADIENT CHANNEL ==:
SINE.100
SINE.100
GPNAM3 SINE.100
GPNAM4 SINE.100
GPNAMS SINE.100
GPNAM6 SINE.100
GPZ1 50.00 %
Gpz2 30.00 %
Gpz3 40.10 %
GPZ4 15.00 %
GPZ5 -10.00 %
GPZ6 -5.00 %
P16 1000.00 use

F1 - Acquisition parameter:
2

D 56
SFO1 188.6392 MH:
FIDRES 164.128159 Hz
sW 222.736 ppr
FnMODE oF

F2 - Processing parameters
SI

SF 750.1299425 MH:
WDW SINE
SsB 0

LB 0.00 Hz
GB 0

pC 1.40

F1l - Processing parameters
SI

Mc2 QF

SF 188.6198149 MH:
WDW SINE
ssB 0

LB 0.00 Hz
GB 0



sakamoto750 01.106.1
Nostoc commune MAA (Ox. 1.2 mg/0.5 ml) /D20 /298 K
1H{13C} HMBC (hmbcgpl2ndqf):CPTCI-Z BRUKER

Current Data Parameters

NAME sakamoto750_01
EXPNO 106
PROCNO 1
F2 - Acquisition Parameter:
Date_ 20101025
Time 22.33
INSTRUM spect

PROBED 5 mm CPTCI 1H-
PULPROG hmbegpl2ndgf
4096

SOLVENT D20
NS 16
pmeS 16
SWH 7645.260 Hz
FIDRES 1.866518 Hz
20 0.2679284 se
RG 32768
oW 65.400 use
DE 6.00 use
TE 300.6 K
CNST6 120.0000000
CNST7 200.0000000
10 CNST13 8.0000000
do 0.00000300 se
D1 1.50000000 sec
de 0.06250000 se
D16 0.00020000 se
DELTA1 0.00296667 se
DELTA2 0.00130000 se
DELTA3 0.06129600 se
20 NO 0.00001190 sec

= = CHANNEL f1 = =
NUCL 1H
Pl 12.00 use
p2 24.00 use
PL1 -3.00 dB
30 SFO1 750.1335267 MH:
CHANNEL f2 = .
13¢
15.20 use
-4.90 dB
188.6392010 MH:
GRADIENT CHANNEL ==:
40 SINE.100
SINE.100
GPNAM3 SINE.100
GPNAM4 SINE.100
GPNAMS SINE.100
GPNAM6 SINE.100
GPZ1 50.00 %
Gpz2 30.00 %
50 Gpz3 40.10 %
GPZ4 15.00 %
GPZ5 -10.00 %
GPZ6 -5.00 %
P16 1000.00 use

F1 - Acquisition parameter:
2

56
SFO1 188.6392 MH:
FIDRES 164.128159 Hz
sW 222.736 ppr
FnMODE oF
F2 - Processing parameters
SI 1024
S | | | | 70 SF 750.1299425 MH:
= WDW SINE
| | | | SSB 0
! ! ! ! LB 0.00 Hz
I I I | GB 0
I I I I BC 1.40
! ! ! !
,,,,,,,,,,, T T 80 F1 - Processing parameters
| | | | SI 1024
| | | | M2 QoF
SF 188.6198149 MH:
! ! ! ! WDW SINE
I I I I SsB 0
! ! ! ! LB 0.00 Hz
! ! ! ! GB 0
77777777777 AL L

90

1.50 1.45 1.40 1.35 1.30 1.25 1.20 1.15 1.10 1.05 ppm



sakamoto750 01.106.1
Nostoc commune MAA (Ox. 1.2 mg/0.5 ml) /D20 /298 K
1H{13C} HMBC (hmbcgpl2ndqf):CPTCI-Z BRUKER

Current Data Parameters

NAME sakamoto750_01
EXPNO 106
PROCNO 1
F2 - Acquisition Parameter:
Date_ 20101025
Time 22.33
INSTRUM spect

PROBED 5 mm CPTCI 1H-
PULPROG hmbegpl2ndgf
4096

SOLVENT D20
NS 16
ppmns 16
SWH 7645.260 Hz
FIDRES 1.866518 Hz
I 1 ! ! ! ! ! ! ! + AQ 0.2679284 sec
! ! ! ! ! ! ! ! ! r RG 32768
| | | | | | | | r DW 65.400 use
I I I I <> I I I I F DE 6.00 use
I I I I I I I I I C TE 300.6 K
N | | | | | | | | o CNST6 120.0000000
| | | | | | | | | C CNST7 200.0000000
77777777777777777777777777777777777777777777777777777777777777777777777777777777777777777777777777777777777777777777777 — 110 CNST13 8.0000000
! ! ! ! ! ! ! ! ! = do 0.00000300 sec
| | | | | | | | I r D1 1.50000000 se
! ! ! ! ! ! ! | | L de 0.06250000 sec
I I I I I I I I I F D16 0.00020000 sec
| | | | | | | | | C DELTAL 0.00296667 se
| | | | | | | | | r DELTA2 0.00130000 sec
| | | | | | | | | c DELTA3 0.06129600 sec
=== e m———————— ey T B Bt B el e ni ettt 7120 INO 0.00001190 sec
I I I I I I I I I E _ _ CHANNEL £1 - _
I I I I I I I I I o 1H
I I I I I I I I I F 12.00 use
I I I I I I I I I o 24.00 use
I I I I I I I I I o -3.00 dB
| | | | | | | | | F 750.1335267 MH:
e [ [ [ AT T T T T AT T T T T T L T~~~ L rT-—TTT T —
I I I I I I I I I F CHANNEL £2 =
| | | | | | | | | r 3¢
- 15.20 use
| | | 1 1 | ! ! | o -4.90 dB
} } } } } } } } } r 188.6392010 MH:
! ! ! | | | | | ! - GRADIENT CHANNEL ==:
F=———————==== (i [t === - — - === I B I At B Bt T T roTT oo — SINE.100
I I I I I I I I I c SINE.100
I I I I I I I I I - SINE.100
I I I I | | | | | C SINE.100
! ! 1 1 1 | | | | r SINE.100
n SINE.100
I I I I I I I I I o 50.00 %
I I I I I I I I I F 30.00 %
fFomm——————— - Im——— === = |———————— === B e B e - Tt o Fo—m s — 40.10 %
I I I | | | | | | L 15.00 %
I I I I I I I I I F -10.00 %
| | | | | | | | | r -5.00 %
| | | | | | | | | o 1000.00 use
! ! ! ! ! ! ! ! ! F F1 - Acquisition parameter:
I I I I I I I I I n NDO S
- e ——— - Im—m e —— - m—————————— A= —————— Am—m e ————— = mm e ———— = tmm e —— == Fmm e ———— = P m - — 16 ™ 256
! | ! ! ! ! ! ! ! F SFO1 188.6392 MH:
| | | | | | | | I F FIDRES 164.128159 Hz
I I I I I I I I I o sW 222.736 ppr
I I I I I I I I I F FnMODE QF
I I I I I I I I I =
I I I I I I I I | r gi - Processing paraneters
F-—"~"~"""=~—- mmmmm e = l—— A Ao domm oo Fommm oo b Fommmm oo F 170 SF 750.1299425 MH:
| | | | | | | | | o prese SINE
I I I I I I I I I F SsB 0
I I I I I I I I I r LB 0.00 Hz
| | | | | | | | | L GB 0
I I I I I I I I | - pC 1.40
I I I I I I I I I o
b e e e e e e e e e e e [ B e e e b e b r_ 180 F1 - Processing parameters
I I I I I I I I I r SI 1024
I I I I I I I I I o ne2 or
C SF 188.6198149 MH:
I I I I I I I I I o e SINE
| | | > I I I | | r asB o
I I I I I I I I I F LB 0.00 Hz
| | | | | | | | | C GB 0
b e R N A B A dm Lo Lo r 190
I I I I I I I I I c
I I I I I I I I I C
I I I I I I I I I -
I I I I I I I I I r
| | | | | | | I I L
I I I I I I I I I C
i i i i i i i i i ’

1.50 1.45 1.40 1.35 1.30 1.25 1.20 1.15 1.10 1.05 ppm



sakamoto750 01.106.1
Nostoc commune MAA (Ox. 1.2 mg/0.5 ml) /D20 /298 K

1H{13C} HMBC (hmbcgpl2ndqf):CPTCI-Z BRUKER

(O

Current Data Parameters

NAME sakamoto750_01
EXPNO 106
PROCNO 1
F2 - Acquisition Parameter:
Date_ 20101025
Time 22.33
INSTRUM spect
PROBHD 5 mm CPTCI 1H-
PULPROG hmbcgpl2ndgf
4096
SOLVENT D20
NS 16
pmes 16
SWH 7645.260 Hz
FIDRES 1.866518 Hz
AQ 0.2679284 sec
RG 32768
Dw 65.400 use
L DE 6.00 use
TE 300.6 K
CNST6 120.0000000
CNST7 200.0000000
— 62 CNST13 8.0000000
do 0.00000300 sec
D1 150000000 se
de 0.06250000 sec
r D16 0.00020000 sec
DELTAL 0.00296667 sec
DELTA2 0.00130000 sec
DELTA3 0.06129600 sec
— 64 o 000001190 se
= CHANNEL f1 = =

1H
12.00 use
24.00 use
-3.00 dB
750.1335267 MH:
CHANNEL f2 =
13¢
15.20 use
-4.90 dB
188.6392010 MH:
GRADIENT CHANNEL ==:
SINE.100
SINE.100
GPNAM3 SINE.100
GPNAM4 SINE.100
r GPNAMS SINE.100
GPNAM6 SINE.100
GPZ1 50.00 %
Gpz2 30.00 %
— 70 Gpz3 40.10 %
GPZ4 15.00 %
GPZ5 -10.00 %
GPZ6 -5.00 %
r P16 1000.00 use
F1 - Acquisition parameter:
NDO 2
— 72 D 56
SFO1 188.6392 MH:
FIDRES 164.128159 Hz
sW 222.736 ppr
B FnMODE QF
F2 - Processing parameters
SI
I 74 SF 750.1299425 MH:
WDW SINE
SsB 0
L LB 0.00 Hz
GB 0
pC 1.40
| 76 Fl - Processing parameters
SI
M2 QoF
SF 188.6198149 MH:
L WDW SINE
SsB 0
LB 0.00 Hz
GB 0

—78

80
ppm



CPTCI-Z

Nostoc commune MAA (Ox. 1.2 mg/0.5 ml) /D20 /298 K

1H{13C} HMBC (hmbcgpl2ndqf)

sakamoto750 01.106.1

Tos
1

Current Data Parameters
sakamoto750_01
PROCNO

EXPNO

NAME

i
3
3
T EERED
ENmOUIT O
e L
Moo o
R
£29768
S Ea
g8 &S
g S Y
D eg
7
=l E L
Bl
A o
=}
m jol
< WDO
| e
ErLER
LENOA
amnZeb
HAEARR

4096

SOLVENT

7645.260 Hz
1.866518 Hz
0.2679284 se:
32768

65.400 use

6.00 use¢
300.6 K

PIDDDDDD

nnnannaa
cococoococorocoo
coooooowooa
coomoocowow
cccococowoa
Sccocococwaamao
cococooaqoaddo
coooowooowo
.~ " chococococoo
cow 99999
do ordococococoo
BES

D16
DELTAL
DELTA2
DELTA3
INO

@
El
o
Ho
~
B

@ m
EAC]
oo
S o
<o
&

750.1335267 MH:
188.6392010 MH.

SEEEEEEELERLLY
______

ZepEEEEaRsalTe
ZZ2ZZZ22Z [ I=3

B

:

5

§

:

1<}

538333

[ = Ao men o

IZ2Z2222ZNNNNNNWY

2
256
188.6392 MH:

164.128159 Hz
0

222.736 ppr
QF
1024
750.1299425 MH
SINE
0.00 Hz
0
1.40
1024
QF
188.6198149 MH:
SINE
0
0.00 Hz
0

F1 - Acquisition parameter:
F2 - Processing parameters

80

ppm
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sakamoto750 01.201.1
Nostoc commune MAA (Ox. 1.2 mg/0.5 ml) /D20 /298 K
1H DOSY with presat. (ledbpgppr2s):CPTCI-Z BRUKER

Current Data Parameters

NAME sakamoto750_01
EXPNO 201
PROCNO 1
F2 - Acquisition Parameter:
Date_ 20101026
Time 10.59
INSTRUM spect
PROBED 5 mm CPTCI 1H-
PULPROG ledbpgppr2s
TD 16384
SOLVENT D20
o [m2/sk :
4
M A 11261.262 Hz
FIDRES 0.687333 Hz
! ! ! ! ! ! AQ 0.7274996 sec
! ! ! ! ! ! RG 32
| | | | | | - oW 44.400 use
| | | | | | DE 6.00 usc
| | | | | | | TE 300.6 K
| | | | | | D1 4.00000000 sec
| | | | | | di1 0.03000000 sec
L diz 0.00002000 sec
! ! ! ! ! ! D16 0.00020000 sec
! ! ! ! ! ! D20 0.04000000 sec
! ! ! ! ! | - D21 0.00500000 sec
I I I I I I DELTAL 0.03032720 sec
| | | | | I LTA2 0.00177200 sec
[~~~ ~"~"~"~"~""~>""~>""~>"~>"™>"~>"~>77 r--T-TTTTT T T s T T r--——=—"7"77"77777777 r-——"=—7"7"77"77777777 r-——"=-7"7"7777777777 r--TTTTTT T T s T T T r--TTTT s T s T T [ _10_§
| | | | | | = = CHANNEL f1 =
I I I I I I - Nucl
I I I I I I = 2
p2 24
| | | | | | | PL1 _3
! ! ! ! ! ! PL9Y 65.00 dB
I I I I I | SFO1 750.1335267 MH:
! ! ! ! ! ! r
| | | | | | GRADIENT CHANNEL ==:
| | | | | | GPNAM6 SINE.100
| | | | | | GPNAM7 SINE.100
! ! ! ! ! ! Oyze 106100 +
B r " r r r r _10. 77 “17.13 %
GPz8 -13.17 %
- P19 3000.00 use
P30 3000.00 use

F1 - Acquisition parameter:

| D 32
SFO1 750.1346 MH:
FIDRES 31.250000 Hz
L s 1.333 ppr
FnMODE QF
Fmmmm e - [ . [——— [ -4-- e Feem - - - - Fmm e Fm e — =9 & ~ Processing parameters
I I I I B I I . 32768
| | | | | | SF 750.1299484 MH:
I I I I I I Wow EM
I I I I I I sse 0
| | | | | | | LB 0.30 Hz
GB 0
I I I I I I b 0.10
I I I I I I L
| | | | | | Fl - Processing parameters
I I I I I I s1 32
I I I I I I r MC2 oF
| | | | | | SF 750.1300000 MH:
b L o L o o L o o L e L e I - _9 W no
. B 0
LB 0.00 Hz
L GB 0

5.0 4.5 4.0 3.5 3.0 2.5 2.0 ppm



sakamoto/50_01.2.1
Nostoc commune MAA (Ox. 1.2 mg/0.5 ml) /D20 /298 K

1H 1Pulse (zgOpr):CPTCI-Z BRUKER

reference:external DSS=0 ppm

after exp.101-106,1000-1003,201
DN MOUONWOWOMUWMOAdAANDNHTOLITIWU AL M PFOLODAOLOFMANWOWOHHOLWONMID> O n ™M O NI>~>O0O M <H
HO <t ANINMFNOMTODOHOO>~TVOVUFHIMHOO>~TOoOONOND>INE MO FHEMANODMHNOO s o o N OO N
DL OMOMOMM AN O OO O0OOO0OO0OMMWMMOWMONE~TVLVLVLVLVLVLOLUINUOWMWMHE™MO OO Oy >~ o [N} MmMMmANNANN
A A AL TITIOOOOMOOOOMOOOMOMOOMOMOMOMANANNNANANAN N — L e B B B B |
s\ — & VN
Current Data Parameters
NAME sakamoto750_01
EXPNO 2
PROCNO 1
F2 - Acquisition Parameters
Date_ 20101026
Time 14.52
INSTRUM spect
PROBHD 5 mm CPTCI 1H-
PULPROG zg0pr
TD 65536
SOLVENT D20
NS 16
DS 4
SWH 11261.262 Hz
FIDRES 0.171833 Hz
AQ 2.9098485 sec
RG 128
DW 44.400 usec
DE 6.00 usec
TE 300.6 K
D1 2.00000000 sec
diz 0.00002000 sec
TDO 1
[ ======== CHANNEL f1 =======:
NUC1 1H
PO 3.96 usec
PL1 -3.00 dB
PL9 65.00 dB
SFO1 750.1335267 MHz
F2 - Processing parameters
SI 32768
SF 750.1299484 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00

T T T T T T T T T T T T T

I

4.5 4.0 3.5 3.0 2.5 2.0 15 ppm
o AN [ MO0 |[0|O|N|H|O|N|O —| OO N~ Lo AN|O|™M
< M N OO MNO|OIWV|RW T O|NM T N[O (a2] L0 AN|M|O
) Qqqqhwggcwﬂoqqqﬁqq —|S|H|© o |N N[O
o Ol OldldAlHdA[HdA|H|H[H|OOINM|HO|O|O O|lOoO|—H o o ololm



Bottom: sakamoto750 01.1.1 Top: sakamot0750_01.2(1 / Y /

Nostoc commune MAA (Ox. 1.2 mg/0.5 ml) /D20 /298 K Nostoc commune MAA (Ox. 1.2 mg/0.5 ml) /D20 /298

1H 1Pulse (zgO0pr):CPTCI-Z 1H 1Pulse (zgOpr):CPTCI-Z BRUKE R
reference:external DSS=0 ppm reference:external DSS=0 ppm

after exp.101-106,1000-1003,201

ppm
Current Data Parameters
NAME sakamoto750_01
EXPNO 2
PROCNO 1
F2 - Acquisition Parameters
Date_ 20101026
Time 14.52
INSTRUM spect
PROBHD 5 mm CPTCI 1H-
PULPROG zg0pr
TD 65536
SOLVENT D20
NS 16
DS 4
SWH 11261.262 Hz
FIDRES 0.171833 Hz
AQ 2.9098485 sec
RG 128
DW 44.400 usec
DE 6.00 usec
T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T TE 300.6 K
D1 2.00000000 sec
4.5 4.0 3.5 3.0 2.5 2.0 1.5 ppm &2 0.00002000 sec
TDO 1
======== CHANNEL f1 =======:
NUC1 1H
PO 3.96 usec
PL1 -3.00 dB
PL9 65.00 dB
SFO1 750.1335267 MHz
F2 - Processing parameters
SI 32768
SF 750.1299484 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00

4.5 4.0 3.5 3.0 2.5 2.0 15 ppm



