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Compound 2

H1_INT
apai2sbrut
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Current Dats Parameters
HAME #paBO|B2
EXPND 1
' PROCHD 1
USER majarsl

F2 - Acquisition Parameters
Date_ 20080225
Time 13.47
INSTRUM dpx300
PROBHD 5 mm BEF ATM
PULFROG 15 _rgB0
o 768
SOLVENT cocl3
NS 8

o
S 3591.954 Wz
FIDAES 0.109618 Wz
AQ 4.5613556 sec
RG 4064
[ ] 139200 vsec
E 10.00 usec
TE 286 K
o1 1.00000000 sec

CHAMNEL 11

S2

Pl 15.50 usec
PL1 1.00 08
SFO1 300. 1315007 Wiz

Fi - Acouisition parameters
L] 2
- o 256
ol 300.1314 MHz
FIORES 15650039 Hz
5W 13.349 pom

F2 - Processing parameters
s 32768

L] (1]
L8 0.10 Hz
o
PC 140
Fi - Processing parameters

4 2,

L WO SINE

Integral

o
LB 0.30 Hr
e} 0.1
=
3 m 10 NMA plot paraseters
- o o 22.00 cm

Fip 8.000 pam
Fi 2401 .04 Hr
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PENCH 0.31816 ppafcm
HICH 95.4559) Hz/em
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Compound 2

P31_DECOUPLE_H1
apai2sbrut

22.702
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Current Data Parameters
NAME 2paBO182
EXPNO 2
PROCNO 1
USER najoral

F2 - Acquisition Paraseters
Date_ 20080225
Time 13.53
INSTRUM dpx300
PROEHD 5 mn BBF ATH
BULERADG 15_zgB00c

T 32768
SOLVENT coc13

NS 283
oS o
5w 36496.352 Hr
FIDRES 1.413780 Kz
A 0.4489716 sec
G 16384

oW 13.700 usec
DE 10.00 usec
TE 298 K

o1 0.50000000 sec
o1t 0.03000000 sec

CHANNEL 11
NUC1 e
P1 11.70 usec
PL1 1.00 0B
SFO1 121.5009257 WHz

mammssmzzsns CHANNEL f2 swsssssssse=s

CPOPRG2 waltzib
NuCc2 iH
PCPO2 B0.00 usec
L2 3.00 B
PLi2 19.00 08
SF02 300.1315007 MHz
F2 - Processing paraneters
51 32768

SF 121. 4948510 MHz
WOW EM
558 0

e 1.00 Hz
e:] ]

PC 1.40

10 WA plot parameters

Cx 22.00 cn
FiP 200,197 ppn
Fi 24322 .68 Hz
Fap =100, 197 ppa
F2 =12173.47 Hz
PPMCM 1365428 ppm/cm
HICM 1658, 92505 Hz/cm
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Compound 2

C13_DECOUPLE_H1
apal2Sbrut

Sy e o~ © o=
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Current Data Parameters
MAME apaC0123
EXPNO 1
FROCNO 1
USER majoral
F2 - Acquisition Parameters
Date_ 20080226
Time 9.50
INSTRUM spect
PROEHD S mm TXO 31FP/1
PULPROG 1s_zgb0dc
TD 65536
SOLVENT concli3
NS 201
Ds 0
SWH 18832.393 Hz
FIDRES 0.287360 Hz
AQ 1.7400308 sec
RG 18390.4
DW 26.550 usec
DE 10.00 usec
| _ TE 297.9 K
D1 1.00000000 sec
dll 0.03000000 sec
MCREST 0.00000000 sec
MCWRK 0.01500000 sec
======== CHANNEL £l ========
NUC1 i3c
Pl 7.20 usec
PL1 -6.00 dB
SFO1 75.4756731 MHz
======== CHANNEL f2 ========
CPDPRG2 waltzl6
NUC2 1H
PCFD2 89.00 usec
PL2 -2.00 dB
PL1Z 17.00 dB
SF02 300.1312005 MHz
I F2 - Processing parameters
sI 65536
SF 75.4677490 MHz
WDW EM
S5B 0
r LB 1.00 Hz
GB (4]
PC 1.40
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Compound 3
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Current Data Paraseters

WAME 20360203
EX"ND 5
FHUCWD 1

LSER majorel

F2 = Acquisition Paraseters
Date_ 20080405

Tize 17.15
INSTRUM dpr300
PROBHD S e BIF ATH
PULPROG 1_gB0

o °TER
SOLVENT €3

L] 8

bs 0

S 3501 .954 Wz
FIDAES 0.109618 Wz
] 4.5613556 sec
RG 57

ow 139,200 usec
DE 10.00 usec
TE 29 K

o 10.00000000 sec
wrzm me CHANNEL 11 ssssssccssans
My 1H

P 1550 usec
(.2} 1.00 o8
S0 300. 1319007 WHz

F1 - hcouisition perametecs

L 2
T 256
SFO1 300. 1314 Wz
FIDRES 15650039 Hz
S 13,240 con

F2 - Processing parareters
s 32768

& 300. 1300000 MHz
L EM

558 U

1] 0.10 He
-] o

PC 1.40

Fi - Processing garaneters

51 4055

L =3 F

5 300. 1200000 MHz
WOR SINE

558 o

La 0.30 Mz

[P 0.t

10 KA plok paraneters

cx 22.00 cv
FiP 10.884 poa
Fi 3296.82 M2
FaP -0.984 ppa
F2 -205.23 W
PPN 0.54400 ppm/en
HICH 163 27063 Hefem
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Compound 3
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P31_DECOUPLE _H1

phenol CO
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I
Current Data Parameters
NAME apafozn4
EXPND 2
PROCND 1
USER rajoral
F2 - Acguisition Parameters
Date_ 20080407
Time 11.40
INSTAUM dpx300
FROEHD 5 mm BBF ATM
PULPROG 1s_zg60dc
O 32768
SOLVENT coc13
NS 78
os o
SHH 36496352 Hz
FIDRES 1.1137680 Hz
AQ 0.4489716 sec
RG §9195.2
(L] 13.700 usec
DE 10.00 usec
TE 298 K
[1}] 0.50000000 sec
a1l 0.03000000 sec
ssssssssssns CHANNEL f{ =scscsssssans
NUC1 3P
Pi 11.70 usec
PL1 1.00 o8
SFO1 121.5009257 MHz
wxemassmnse CHANNEL f2 wesssssssxzss
CPOPAG2 waltzi6
NuC2 iH
POPD2 B0.00 usec
PL2 3.00 dB
L2 19.00 0B
SFO02 300.1315007 MHz
F2 - Processing parameters
51 32768
SF 121.4548510 MHz
WOW EN
558 o
L8 1.00 Hz
=] 0
PC 1.40
iy 10 NMA plot parameters
Cx 22.00 cm
FiP 200.197 ppa
F1 24322 .88 Hx
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 ¥ L 1 ”wn .Hmﬂw_mw nﬂl
ppm 150 100 50 0 -50 [ 13.65428 pom/cm
HICH 165892505 Hz/cm
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Compound 3

C13_DECOUPLE _H1
phenol CO

115.55

77.49
77.07
76.65
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Current Data Parameters

NAME apaBo203
EXPND :]
PROCND 1
USER majoral

F2 - Acguisition Parameters
Date_ 20080405

Time 17.47
INSTRUM dpx300
PROBHD 5 ma BBF ATH
PULPROG 1s_zg60dc

] T 32768
SOLYENT coc13

NS 824

0s o

SWH 18832, 393 Hz
FIDRES 0.574719 Hz
L] 0.8700404 sec
RG 14596.5

o 26.550 usec
DE 10.00 usec
TE 298 K

o 1.00000000 sec
oi1 0.03000000 sec
sssssssssans CHANNEL f{ ===cassssssss
NUC1 13C

Fi 10.60 usec
PL1 0.00 d8
SF01 75, 4756726 MHz
ammmssmssass CHANMEL {2 wems=sscassms
CPDPRG2 waltzib
Nucz2 1H
FCPDR B0.00 usec
[ 3.00 g8
P12 13.00 aB
SF02 300.1312005 MHz
F2 = Processing parameters
51 32768

SF 75 4677430 HHZ
WOW EM

558 L]

Le 1.00 Hz
GB [

PC 1.40

10 NMA plot parameters

[#4 22.00 cm
FiP 229.765 ppn
Fi 17339.84 Hz
Fop -19.777 ppm
F2 -1492 .56 Hr
PPHCH 11.34283 ppm/cm
HICM B56.01782 Hz/ce
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Compound 3

C13_DEPT135_H1
phenol CO

CCTRTTRTETEL I L RN T

% = LLCC cuCHNRS =
m
m
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—<
— 41.48
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Current Data Parameters
NAME apaBla03
EXPND 7
PROCHD 1
l USER majoral

115.55

F2 - Acquisition Parameters
Date_ 20080405
Time 17.23
INSTRUM dpx300
IPROBHD S ma BBF ATH
PULPROG 1s_dept135
o 2768
SOLVENT coci3
NS . T4
0s 0
St 18832.393 kz
FIDRES 0.574719 Hz
AD 0.8700404 sec
RG 11585.2
L] 26.550 usec
DE 10.00 usec
TE 208 K
CNST2 145.0000000

! ot 1.00000000 sec
d2 0.00344828 sec
di2 0.00002000 Sec
DELTA 0.00001350 sec

cssssssssmnn CHANNEL Fi ==esssssssmss
HUCY 13C
P1 10.60 usec

p2 21.20 usec
PLY 0.00 0B
SFOL 75. 4756726 MHZ

PLIZ 19.00 o8
SF02 300. 1342005 MHz

F2 - Processing parameters
5I 32768
75 4677430 MHI
EM
0
1.00 Hr
0
1.40

28454

10 NMR plot parameters

Cx 22.00 cm
FiF 229.765 ppm
Fi 17339.84 Hz
Fep -19.777 ppm
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Compound 3a

H1_INT
apalO9fl

5.313

0
0™
-~ o~ S?
N Current Data Parameters

NAME apaC0094
EXPNO 1
PROCNO 1
USER majoral

F2 - Acquisition Parameters
Date_ 20080116
Time 18.25
INSTRUM spect
PROBHD 5 mm TXO 31P/1
PULPROG ls_zgé60
TD 32768
SOLVENT CDC13
NS 8
DS . 0
SWH 3591.954 Hz
FIDRES 0.109618 Hz
AQ 4.5613556 sec
RG 228.1
DW 139.200 usec
DE 10.00 usec
TE 298.0 K
D1 1.00000000 sec
MCREST 0.00000000 sec
MCWRK 0.01500000 sec
======== CHANNEL fl ========
NUCl 1H
Pl 10.20 usec
PL1 -2.00 dB
SFO1 300.1315007 MH=z
_ F2 - Processing parameters
SI 32768
SF 300.1300000 MHz
_ WDW EM
SS5B 0
LB 0.10 Hz
_ _ GB 0
PC 1.40
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Gc’y

Compound 3a

P31_DECOUPLE_H1

apalQ9fl

~ 2]

™ -] <

oW [a] —

. . -

(3] uw *

o o @ Current Data Parameters
NAME apaC0094
EXPNO 2
FROCNO 1
USER majoral
F2 - Acquisition Parameters
Date_ 20080116
Time 18.27
INSTRUM . spect
PROEHD 5 mm TXO 31P/1
PULPROG 1s_zg60dc
TD 65536
SOLVENT CDC13
NS 171
Ds ’ 0
SWH 36496.352 Hz
FIDRES 0.556890 Hz
A0 0.8978932 sec
RG 32768
oW 13.700 usec
DE 10.00 usec
TE 297.9 K
D1 0.50000000 sec
dll 0.03000000 sec
MCREST 0.00000000 sec
MCWRK 0.01500000 sec
======== CHANNEL £l ========
NUCl 31p
Pl 8.80 usec
PL1 0.00 4B
SFO1 121.5070005 MHz
======== CHANNEL £f2 ========
CPDPRG2 waltzlé
NuUc2 1H
PCPD2 89.00 usec
PL2 -2.00 dB
PL12 17.00 dB
SFO2 300.1312005 MHz
F2 - Processing parameters
sI 65536
SF 121.4948510 MHz
WDW EM
S55B 0
LB 1.00 Hz

A . GB [i]

BC 1.40
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compound 3a-Gc’;
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C13_DECOUPLE_H1

apalO9fl
OOV 00 O e SN0~ [~ @
O AN A MO 00N O Oy mMOoMmMor-rmoo
NONHOWOOMNWONMM™ ~nn o O ~MmU
S =] NHooOr~NAO
M VO 00N . . i SP Rt A
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Current Data Parameters
NAME apaC0099
EXFNO 5
PROCNO 1
USER majoral
F2 - Acquisition Parameters
Date_ 20080119
Time 2.24
INSTRUM spect
PROBHD 5 mm TXO 31P/1
PULPROG 1s_zg60dc
TD 65536
SOLVENT cDCl3
NS 8500
Ds . 0
SWH 18832.393 Hz
FIDRES 0.287360 H=z
aQ 1.7400308 sec
RG 13004
DWW 26.550 usec
DE 10.00 usec
TE 297.9 K
Dl 1.00000000 sec
d11 0.03000000 sec
MCREST 0.00000000 sec
MCWRK 0.01500000 sec
| | ======== CHANNEL fl ========
NUCl 13¢
Pl 7.20 usec
PL1 ~6.00 dB
SFO1 75.4756731 MHz
======== CHANNEL f2 ========
| | CPDPRG2 waltzl6
NucC2 1H
_ PCPD2 89.00 usec
PL2 -2.00 dB
PL12 17.00 dB
| SFO2 300.1313506 MHz
F2 - Processing parameters
SI 65536
I | SF 75.4677490 MHz
WDW EM
S5B 0
\vorvatiitontwitmpeivnd \ LB 1.00 Hz
T e it mist o) Vo GB 0
PC 1.40
T " T i T T T " I " T j I " I . T i T T -
220 200 180 160 140 120 100 80 60 40 20 0 ppm
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compound 3a-Gc’;

Cl3_DEPT135_H1
apalQ9f1l
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RV ET RS Ry K M Ao
A N MmN m
Current Data Parameters
WAME apac009%
EXPNO 6
PROCNO 1
USER majoral
F2 - Acquisition Parameters
Date_ 20080119
Time 4.31
INSTRUM spect
PROBHD 5 mm TXO 31P/1
FULPROG 1s_deptl135
TD 65536
SOLVENT cDC13
NS 2000
DS 0
SWH 18832.393 Hz
FIDRES 0.287360 Hz
AQ 1.7400308 sec
RG 29193
DW 26.550 usec
| DE 10.00 usec
TE 297.9 K
CNST2 145.0000000
D1 2.00000000 sec
| az 0.00344828 sec
dlz 0.00002000 sec
DELTA 0.00000917 sec
MCREST 0.00000000 sec
MCWRE 0.01500000 sec
======== CHANNEL fl ========
NUCL 13c
Pl 7.20 usec
p2 14.40 usec
PL1 -6.00 dB
SFO1 75.4756731 MHz
======== CHANNEL f2 ==s======
CPDPRG2 waltzlé
NUC2 1H
B3 10.20 usec
pd 20.40 usec
BCPD2 89.00 usec
PL2 -2.00 dB
PL12 17.00 dB
SFO2 300.1312005 MHz
F2 - Processing parameters
SI 65536
SF 75.4677490 MHz
WDW EM
S5B 0
LB 1.00 Hz
. . GB 0
T ’ I . | I ] ) T T i ] ’ T i T ) T I BC 1.40
220 200 180 160 140 120 100 80 60 40 20 0 ppm
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Compound 3b-Gc’;

WITMNOOS- SON —4ZDe Iw—mo —“ox
S3ITNI298E 827 maooox Se08299 e .

S : 3 Fag @

o= = = e @ s
X wom GOEAAL o
= Fow Ol 3 A N onos = &
w o w S0 D SDmOSSW |
@ N @OMo VOO LOOeUs  ORAS S mo

......... . Ta m 3 c L
CNANNCOO= o MoOn 0 O = oo R
CWNMAD © o = we =1=1 o W 1]

00'1-,'-1; = = =] oo S & a

S13



Compound 3b-Gc’;

P31_DECOUPLE_H1

apalS53Co
L -~
@
- & -
Q e =
N @© Current Data Parameters
NAME apaC0141
EXPNO F
PROCNO 1
USER majoral
F2 - Acquisition Parameters
Date_ 20080707
Time 19.54
INSTRUM spect
PROBHD S5 mm TXO 31P/1
PULPROG 1s_zg60dc
™D 65536
SOLVENT DMSO
NS 200
Ds 0
SWH 36496.352 Hz
FIDRES 0.556890 Hz
AQ 0.8978932 sec
RG 32768
DW 13.700 usec
DE 10.00 usec
TE 297.9 K
D1 1.00000000 sec
dil 0.03000000 sec
MCREST 0.00000000 sec
MCWRK 0.01500000 sec
======== CHANNEL fl ========
NUC1 31p
| Pl 8.80 usec
PL1 0.00 4B
SF01 121.5070005 MHz
& ======== CHANNEL f2 ========
CEPDERG2 waltzl6
Nuc2 1H
PCFD2 89.00 usec
PL2 -2.00 dB
PL12 17.00 dB
SFO2 300.1312005 MHz
F2 - Processing parameters
I | i ' I i ; sI 65536
_ L " AL T i SF 121.4948510 MHz
| L | i " | ' 1 WDW EM
| f L | SSB 0
LB 1.00 Hz
GB 0
BC 1.40

Supplementary Material (ESI) for Organic & Biomolecular Chemistry

This journal is (c) The Royal Society of Chemistry 2009

T T T | BN B A | T T T T

7 70 65 60 55 50 45 40 35 30 25 20 15 10 5 ppm

S14



PPR

Compound 3b-Gc’;

R

GC4POCO. 010

AU PROG:
SAVEDEC

DATE 17-8-6

TIME 1B: 42

SF 62.896

SY 93.0

04 3000.000

SI 16384

TD 16384

SW 18230.769

HZ/PT  2.348

PR 6.0

AD 0.0

AG 426

AG _ B0O

NS 68400

TE 297

FW 24100

02 5200.000

DP i7H CPD

LB 1.000

GB 0.0

cx 35.00

cY 0.0

Fi 195.844P

F2 =.739P

HZ/CM 353266
PPH/CM_ 5.517
SA -3712.00
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Compound 3c
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apa16CONa
383 3339339 285 2H8S SX2T I3K88
n_aufwf ﬁ?fw,\??\? 44_.M. e m e e e
Avance 300c .
Current Data Parameters
NAME perez_a_300c
EXPNO 58
PROCNO 1
F2 - Acquisition Parameters
Date_ 20080617
Time 21.10
INSTRUM spect
PROBHD 5 mm PAEBO BB-
PULPROG zg30
TD 65536
SOLVENT D20
NS 16
DS 0
SWH 6188.119 Hz
FIDRES 0.094423 Hz
AQ 5.2953587 sec
RG 287
oW 80.800 usec
DE 10.00 usec
TE 297.3 K
Dl 1.00000000 sec
TDO 1
====c=== CHANNEL fl ========
| nucl 1H
Pl 11.50 usec
PL1 -1.00 dB
| SFO1 300.1318530 MH=z
y ke F2 - Processing parameters
SI 131072
SF 300.1300000 MHz
L D I | | T T TTTTTTTT T | I B M.WM m.m_

3.0 2.5 ppm B 0.15 Hz

GB 0

5
BC 1.00
®||3/ |8 mﬁL
alale q

6.18
11.96
48.00
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Gec’y

Compound 3c

apa16CONa

L o~
o @ )
. . w
- Ll .
o - o
Curcent Data Parameters
HAME perez_s_100c
EXPRO 46
PROCHO 1
F1 - Acquisition Parametera
Date_ 20080617
Tine 16.41
INSTRUM specs
I FROBHD 5 wm PABBO BE-
PULFROG Ed 16
™ 5536
SOLVENT Dig
N8 160
oE L)
s 59523.809 He
FIDRES 0.908261 Mz
g .5505524 sec
RG 2050
o 8.400 usec
LE 10.00 usec
TE 297.2 K
b1 0.50000000 sec
d11 0.03000008 sec
| DELTA 0.40020001 aec
oA 1
memsmane CHANNEL fl sssseses
HUCL ur
] Pl 9.50 uoec
rL1 0.60 aB
SFO1 121.4948510 MEz
mememmee CHANNEL f2 ==ssme==
CPDFRGZ waltalg
(] 1
PCPO 100.08 usec
PL2 -1.00 ap
PL1Z 18.00 a8
PL12 18.00 4B
5F02 300.1315010 MHz

F2 - Processing parameters
51
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131072
sF 121.4948510 ez
wow EM
558 0
LB 1.00 #z

— T —r T T LJBLA e o o e o e —r T GB [
I i ] ¥ 1 I I I 1 1 1 I I T p 1.40

T T
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171.12
148.93
148.83
137.15
———128.57
121.55
121.27
119.20

—130.31

—

-

Gec’y

Compound 3c

C13_DECOUPLE _H1
apa18CONa

—— 39.04
T 37.48
T 34.26
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Current Data Parameters

HAME apaBozz0
EXPND 1
PROCNO 1
USER majoral
F2 - Acguisition Parameters
Date_ 20080726
Time 11.05
INSTRLM dpx300
PROBHD 5 mm BBF ATH
PULPROG 15_zqg80dc
o 32768
SOLVENT 020
NS 47414
0s a
SWH 18832, 393 Hz
FIDRES 0.57471% Mz
AD 0.8700404 sec
RG 16384
ow 26.550 usec
DE 10.00 usec
TE 298 K
o1 1.00000000 sec
o1 0.03000000 sec
CHANNEL f1
NUC1 13C
L] 10.60 usec
PL1 0.00 a8
SFO1 75.4756726 MHz
mrmmmmmmmmns CHANNEL f2 sesssssssssss
CPOPRG2 waltzib
Mucz 1H
PCPD2 BO.00 usec
PL2 3.00 oB
PLIZ 13.00 dB
SF02 300, 1312005 MHz
F2 - Processing parameters
S1 3278
5F 75. 4677490 MHZ
WDW EM
558 o
Le 1.00 Mz
ca o
PC 1.40

1D NMR plot parameters

cx 22.00 cm
FiP 185.000 ppn
Fi 13961.53 Wz
Fap -10.000 pon
F2 -754 .68 Hz
PPHCM B.85364 pomfcm
HICH 66891870 Hz/fcm
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Compound 4a

Ppm
3.775
3.

3.762
3.758
3.747
3.743
3.738
3.734
3.726
3.723
3.722
.M
3.707

%

H1_INT
apai24brut

Integral

2.73

1.424
1.422
0.897
0.883
0.875
0.872
0.860
0.849

CCLET LR TR R LR T

® L.C.C. duC.NRS5 &

® Service de AM.N. ¥

LLLLLELEL L L L]

Current Data Parameters

HAME apaBO1B1
EXPND 1
PROCNO 1
USER majoral

F2 - Acquisition Parameters
Date_ 20080222

Time 14,09
INSTRUM apx300
PRO8HD 5 mm BBF ATM
PULPROG 1s_zg60

O 32768
SOLVENT coci3

NS -]

os 0

SWH 3591.954 Hz
FIDRES 0.109618 Hz
AD 45613556 sec
RG 35.9

] 139,200 usec
0E 10.00 usec
TE 298 K
[:]1 1.00000000 sec
wessssssssss CHANNEL ] ==se=m
W1 1H

P1 15.50 usec
ALy 1.00 08
SFO1 300. 1315007 MHz
Fi - Acquisition parameters
NOO 2

™ 256
5FO1 300, 1314 MHz
FIDRES 15.650039 Mz
W 13.343 ppn
F2 - Processing parameters
51 32768

5 300. 1300000 MHz
WO EM
558 0

1] 0.10 Hz
G8 ]

FC 1.40

Fi - Processing parameters
sI 4086

WC2 oF

SF 300. 1300000 MHz
WOW SINE
558 ]

LB 0.30 Hz
e 0.1

10 WMR plot parameters

[ 22.00 cm
F1P 4.500 ppm
F1 1350 .58 Hx
Fap 0.000 ppm
F2 0.00 Hz
PPHCH 0.20455 ppm/cm
HICH 61.39023 Hz/fcm
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Compound 4a

P31_DECOUPLE_H1

apal24

w

o

™

[¥=]

& Current Data Parameters
NAME apaC0124
EXFNO 2
PROCNO 1
USER majoral
F2 - Acquisition Parameters
Date_ 20080227
Time 9.24
INSTRUM spect
PROBHD S5 mm TXO 31P/1
PULPROG ls_zg60dc
TD 65536
SOLVENT €DC13
NS 75
DS 0
SWH 36496.352 Hz
FIDRES 0.556890 Hz
AQ 0.8978932 sec
RG 32768
DW 13.700 usec
DE 10.00 usec
TE 297.9 K
Dl 0.50000000 sec
dll 0.03000000 sec
MCREST 0.00000000 sec
MCWRK 0.01500000 sec
szsszss== CHANNEL £l ========
NUC1l 31p
Pl 8.80 usec
PL1 0.00 dB
SFO1 121.5070005 MHz
S==ssss= n%r MM =E=======
CPDPRG2 waltzlé
NuC2 1H
PCPD2 89.00 usec
FL2 -2.00 dB
PL12 17.00 dB
SFO2 300.1312005 MHz
F2 - Processing parameters
51 65536
SF 121.49548510 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.00
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s Avance 300 b
3 oMo e ~@~ Ao oW T
mm m N%Wﬁ ﬁﬂ Nﬂ“ MH E4 i i v
=E = BBEB 9 #8% "8 ©
v | =S N =l ¥
Current Data Parameters
NAME perez_a_300b
EXFNO 23
PROCNO 1
F2 - Acquisition Parameters
Date_ 20090205
Time 9.33
INSTRUM 300b
PROBHD 5 mm DUL 13C-1
PULPROG zgpg3l
D 65536
SOLVENT CDCl3
NS 2560
Ds 0
SWH 23437.500 Hz
FIDRES 0.357628 Hz
AQ 1.3981513 sec
RG 28.5
oW 21.333 usec
LE 7.00 usec
TE 300.0 K
Dl 1.50000000 sec
dll 0.03000000 sec
DELTA 1.39999998 sec
TDO 1
n
====z=== CHANNEL fl ==s=====
1 NUC1 13c
Pl 8.50 usec
PL1 -2.00 dB
SFO1 75.4916430 MHz
==ss==== CHANNEL {2 ss=s=====
CPDPRG2 waltzls
1 . NUC2 1H
PCFD2 100.00 usec
PL2 0.00 4B
PL12 17.72 dB
PL13 17.72 dB
. " & T T T T T T T T SFO2 300.1812007 MHz

180 170 160 150 140 130 120 110 100 80 80 70 60 50 40 30 20 10 0

F2 - Processing parameters

ppm s1 131072
SF 75.4803210 MHz
WDW EM
S5B i
LB 1.00 Hz
GB o
BC 1.40
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Compound 4b

H1_INT
apal26brut
oMM N~ ooOO N ™
o0 >~Ywr- o<t OoOo w0
Oy 00 00 QO OO QO W Lo B B N B I W o R e ]
MMM oo oM Moo oo oo

1.999
1.861
1.849
1.833
1.823
1.494
1.487
1.481
1 469

.439

.423
1.406
1.399
1.389
1.381
1.355
0.980
0.962
0.944
0.926

(\@Z

Current Data Parameters

apaD0018
2

1
majoral

F2 - Acquisition Parameters

Date_
Time
INSTRUM
FROBHD
FULPROG
TD
SOLVENT
NS

Ds

SWH
FIDRES
AQ

RG

20080228

10.12

spect

5 mm BBO BB/2H
ls_zg60

32768

cDCl3

8

0

4789.272
0.146157
3.4210291
35.9
104.400
10.00
2598.0
1.00000000
0.00000000
0.01500000

Hz
Hz
sec

usec
usec
K
sec
sec
sec

400. HuHmoow MHz

F2 - Processing parameters

SI
SF

65536
400.1300000 MHz
EM
1]
0.10 Hz
0
1.40
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Coumpoun 4b

P31_DECOUPLE_HI1

apalzZé6brut

W

~

™M

uy

S Current Data Parameters
NAME apaD0018
EXPNO 1
PROCNO 1
USER majoral

| F2 - Bcquisition Parameters
Date_ 20080228
Time 10.09
INSTRUM spect
PROBHD 5 mm BBO BB/2H
PULPROG 1ls_zg60dc
TD 65536
SOLVENT cDCl3
NS 83
DS 0
SWH 48661.801 Hz
FIDRES 0.742520 Hz
AQ 0.6734324 sec
RG 13004
oW 10.275 usec
DE 10.00 usec
TE 298.0 K
D1 0.50000000 sec
dll 0.03000000 sec
MCREST 0.00000000 sec
MCWRK 0.01500000 sec
======== (CHANNEL fl ========
NUC1 31p
Pl 8.40 usec
PL1 0.00 dB
SFO1 161.9917906 MHz
======== CHANNEL f2 ===s=====
CPDPRG2 waltzlé
Nuc2 1H
PCPD2 90.00 usec
PL2 -1.00 dB
PL12 19.20 dB
SFO2 400.1318006 MHz
F2 - Processing parameters
SI 131072
SF 161.9755930 MHz
WDW EM
S5B [i]

IF LB 1.00 Hz
GB 0
FC 1.40

Supplementary Material (ESI) for Organic & Biomolecular Chemistry

This journal is (c) The Royal Society of Chemistry 2009

I T I T T I ) I T 1 T T I ' T I i I T I ) 1 ) I T )

240 220 200 180 160 140 120 100 80 60 40 20 0 -20 ppm

S23



Compound4b

Supplementary Material (ESI) for Organic & Biomolecular Chemistry

This journal is (c) The Royal Society of Chemistry 2009

C13_DECOUPLE_H1

apal2é6brut

-~ o

t~™ @wom - OO OMNW WO W w ™M

M m o © W =0 W~ o o0 o

- N oY Fme A ® AN R ] ™~

- - ~ 0w = = ™M =+ - o B | ™M

— ~~~ NN W NN NN -
Current Data Parameters
NAME apaD0018
EXFNO 3
FROCNOC 1
USER majoral

F2 - Acquisition Parameters

Date_ 20080228
Time 10.16
INSTRUM spect
PROBHD 5 mm EBO BB/ZH
FULPROG 1s_zg60dc
TD 32768
SOLVENT cDCl3
NS 94
Ds 0
SWH 25125.629 Hz
FIDRES 0.766773 Hz
_ | AQ 0.6521332 sec
RG 29193
DW 19.900 usec
DE 10.00 usec
TE 298.0 K
I D1 1.00000000 sec
dll 0.03000000 sec
MCREST 0.00000000 sec
MCWRE 0.01500000 sec
======== CHANNEL fl ========
NUCl 13C
T Pl 6.60 usec
PL1 0.00 dB
SFOl1 100.6233333 MHz
m=m===== CHANNEL f2 ========
CPDPRG2 waltzlé
Nuc2 1H
PCPD2 90.00 usec
PL2 -1.00 4B
PL12 19.20 dB
SF02 400.1318006 MHz
F2 - Processing parameters
SI 65536
SF 100.6127690 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB Q
PC 1.40

[ AAARAMARMY LALLM | T T T T T T T T T T T T

180 170 160 150 140 130 120 110 100 9 80 70 60 50 40 30 20 ppm
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Compound 5

g_‘ Integral ppm
3 -
] E - 7.281
[ — ; __—7.067
o] 1897 ~—s TT—7.039
1l s _ __—6.796
1 2.000 TT——6.769
1 0.948 ——6.583
0.914 6.304
-
o]

p=]
=
o
2
] 3.788 =
n_ 4 /73‘?53 :f?n_'ﬁ.
] .83 = = <378
o 3551 5

2.020 =——3.529

Xa.so&
3.486

2.776
w— -%2. 765
S 2.753

2.400

S5—2.730

] 0.514 —

2.707

2.693

J 2.671

b 2.658

"‘-‘__ 881
7 —1.

4 1.934 -4

TT——1.665

1.332

1 2.03

] _/—0.937

0.913
1 NI

Egzgzgaa BEgEUgnT 3BSEEend 034agT greg ZARERSIRES TERgEy P f

3 s % L &

7 3 5 2 @ 5 - g

i a & € g = & 7 2

B g ] g 8 = § ;= 2

5 2 g 3 £3 5, §8 3 = ] gf £ 2 8 ¢

8o » % : 3 5.8 =mf g B E g .08 : §) £ >

sgocSemg o ﬂg a8 - o BHs "'g'z:. E E.p P sBang= iP5 3% P =i &

8828288 Ze.58<8Y .z.2881 BE%. €eu=- 8psyiiit.. Po2oued 8 . . 8
£g¥gFgs & F 4 % F 3 gEF % Eeg i gTEj EARF
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Compound 5

P31 _DECOUPLE _H1
phenol C3

28.283
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ELEIRRR R LR LR Rl
% L.CC. duCMNRS ¥
® Service de ALM.N. %
" DPx 300 *
N

Current Data Parameters

NAME apaB0203
EXPND 10
PROCND 1
USER majoral

f2 - Acquisition Parameters
Date_ 20080405

Time 18.28
INSTRUM dpx300
PROBHD S mm BEF ATM
PULPROG 15_zg60dc

0 T 32768
SOLVENT coc13

NS 300

Ds 0

SWH 36496, 352 Hz
FIDRES 1.113760 Hz
A0 0.44B9716 sec
RG 13004

oW 13.700 usec
CE 10.00 usec
TE 298 K
01 0.50000000 sec
a1 0.03000000 sec
uuuuuuuuuuuu CHANNEL f{ =esssssssssss
Nuci 3P

Py 11.70 usec
PL1 1.00 dB
SFD1 121.5009257 MHz
sssmsmssssss CHANNEL f2 sssssssssssss
CPOPRG2 waltzib
w2 1H
pceo2 80.00 usec
Pz 3.00 0B
PLIZ 19.00 B
SFo2 300. 1315007 MHz
F2 - Processing parameters
SI 32768

SF 121.4948510 MHZ
Lot EM

558 o

L8 1.00 Hz
G8 0

PC 1.40

1D NMA plot parameters

X 22.00 cm
FiP 200.197 ppm
F1 24322 BB Hz
Fap ~100.137 ppm
F2 -12173.47 Hz
PPHCH 13.65428 ppm/fcm
HICM 1658.92505 Hz/cm
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ppm
167 .44
167.41
—155.29
129.71

Compound 5

C13_DECOUPLE _H1
phenol C3

O N

¥ L.C.C. du C.N.RS ™

77.23
77.03

76.61
53.65
53.56

115.54
77.45
53.31
53.22
46.78
T~ 45.05

¥ Service de R.M.N. ¥

* DPx 300 *

T~ a1.29

<
£

Current Data Parameters
HAME apaBi203
EXPNO 12
PROCND 1
USER majoral

F2 = Acquisition Parameters
Date_ 20080406
Time 5.58

[ INSTRUM dpx300

! PROBHD S mm BEF ATM
PULPROG 15 _zgBldc

o 32768

SOLVENT coCi3
20000
]
18832, 393 Hz
0.574719 Hz
0.8700404 sec
14596.5
26.550 usec
10.00 usec
298 K
1.00000000 sec
0.03000000 sec

754756726 MHz

............ CHANNEL £2 memsmmmmmsnnn
CPDPRG2 waltzib

wuc2 1H

POPD2 B80.00 usec

L2 3.00 0B

PL12 19.00 d8

SFo2 300. 1312005 MHz

F2 - Processing parameters
51 32768
75.4677490 Mz
EM
o
1.00 Hz
L]
1.40

S8gEw

o " L 10 WMA plot parameters

cx 22.00 cm
Fip 229.765 pom
Fi 17338 .84 Hz
Fap =19.777 ppa

Supplementary Material (ESI) for Organic & Biomolecular Chemistry
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F2 -1432.56 Hz
100 50 0 PPMCH 11.34283 ppa/cm
HICH 856.01782 Hz/cm
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C13_DEPT135_H!
phenol C3

LLLILELE R EI R e T
W L.C.C. du C.N.R.S =

W Service de ALM.N. ¥

ppm
129.71
115.54
5.05
1.29
34.64
29.29
29.23
21.45
21.26
13.85

" OPX 300 L]

Current Data Paraseters
NAME 8paBac3
EXPNO 1
PROCNOD 1
i USER majoral

F2 - Acquisition Parameters
Date_ 20080405
Time g 19.33
INSTRUM apx300
PROBHD 5 mn BBF ATH
PULFROG I5_dept 135
0 32768
SOLVENT cocla
NS - 2000

os o
SWH 18832393 w2z
FIDRES 0.574719 Hz
L] 0.8700404 sec
RG 11565.2

] 26.550 usec
DE 10.00 usec
TE 298 ¥
CNST2 145, 0000000

01 1.00000000 sec
d2 0.00344828 sec
ai2 0.00002000 sec
[ DELTA 0.00001350 sec

S28

wct 13c
h P 10.60 usec
h ‘ _ p2 21.20 usec

— CHANNEL f1

PLL 0.00 o8
SFO1 754736726 M1z

CHAMMEL f2
CPOPRG2 waltzib
N2 iH
P3 14,00 usec
pd 26.00 usec
PCPD2 B0.00 usec
P2 3.00 oB
PLi2 15.00 o8
SFO02 300. 1312005 MHz

F2 - Processing parameters
s1 32768
SF T5. 4677450 MHz
WOW EM
558 1]
LB 1.00 Hz
GB 0
PC 1.40

10 NMR plot parameters
[ 22.00 co
FiP 229.765 ppa
Fi 17339.84 Hz
F2@ -19.777 ppm
n_u T F2 -1492.56 Hz
PPMCH 11.34283 ppm/cm
ppm 200 150 100 mc HZCH B56.01782 Hz/cm




7624
7598
_~7.080
6992
- 6.956
2762
2738
2715
L671
1888
1.238
1215
0.887
0.839

—2171

— L6875
Z 1261

L
N
X
i
Y

Gc’y

Compound 5a

Supplementary Material (ESI) for Organic & Biomolecular Chemistry

This journal is (c) The Royal Society of Chemistry 2009

CLCTTTTTreTS CCELTE]

" LCC GUCNAS «
" Service o8 AM.N. &
" D°x 330 .
B AR RA R

Current Data Facaseters

NAME ApaACOSY
EX'ND 1
PROCKD 1
USER majoral

F2 - Acquisition Faraseters

S29

Date. 20070912

Time 10 46

LA opx3cd

PROBHD 5 rm BSF ATM

PULPAOG 1s_rgbd

o 3ETE8

SOLVENT coci3

NS ]

os a

SWH 3531954 H2

FIDRES 0. 105618 He

a0 4 5811556 sec

] 5.9

[ 135,200 usec

o £0.00 usec

i 258 K

-] 10. 00002000 sec
== CHAMMEL 11

aet 1H

F1 13.50 usec

L8] 1 00 dd

SFOL 200, 2313007 MAz

Fi - Acouisition parameters

KOO 2

o 25b

SFO1 3001314 Wy

Floies 15 550039 Hr

] 13.349 pom

F2 - Processing paranatars

51 32758

-3 300, 1300000 M=z

wOW EM

£58 o

L8 0.40 Hz

e o

FC 1.40

F1 - Precensing paranzters

&1 4056

w2 ar

I 300, 1300000 M-z

Wi SINE

558 [

La 030 Hz

ca 0.1

10 WA plot paramstors

=] 22.00 cn

Fip 10,984 ppm

Fi 3296.63 M2

Far -0 984 pre

Fe -2§95 33 W2

FEMEN 054450 pemdcm

HICH 16324053 He fem
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P31_DECOUPLE _H1

- ~ -
s a M a ® LCC dwCNARS w
= o a @ ¥ Service de RLM.N. W
" DPx 300 Ll
EENNNNNNE NN
L)
Current Data Parameters
NAME apaBo0gl
EXPRO 2
PROCHO 1
USER majoral
F2 - Acquisition Parameters
Date_ 20070312
Time 10.43
INSTRUM dpx300
PROBHD 5 mm BBF ATM
PULPRDG 15_2q60de
m 32768
SOLVENT coc13
=] 73
s 0
SwH 36496.352 Hz
FIDRES 1.113780 Hz
Al 0.4483716 sec
RG 4597.6
o 13.700 usec
[ 3 10.00 usec
TE 298 K
[ 3] 0. 50000000 sec
a1l 0.03000000 sec
sesssssssses CHANNEL fq sssssssamemes
WUC1 P
Pl 11.70 usec
A 1.00 0B
SFO1 1215008257 MHz
emsmsssansns CHANMEL {2 sssssssssmsss
CROPRG2 waltzi
NUC2 1H
PCPOZ 80.00 usec
PL2 3.00 o8
| PL12 19.00 o8
SF02 300, 1315007 MHz
F2 - Processing parameters
\ 51 32768
aF 121 4948510 MHz
WOW EM
558 [}
LB 1.00 Hz
GB [
FC 1.40
10 MMA plot parameters
cx 22.00 cm
FiP 200.1597 ppa
F1 24322.88 Hr
— T T T T e e B T T T T T T T T T T T T T P T T T ”Mv memu—w“ "w.
ppm 150 100 50 0 =50 PEMCN 13.65428 ppn/cn
HICM 1658.92505 Hz/ce
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ppm
167.57
167.54
151.22
149,12
149,03
138.81
138.62

—_

Gc’y

Compound 5a

C13_DECOUPLE _H1
ELLLELEL IR LR L]
o~ = o TN LOUODWNMN =000 T T W
M~ o=~ FTOWODOOSqW N T oo ¥ LCC. duC.NRS
o M v e M~ r~ @0 MUWWOUSToOoOT MU - =M
Al/.._‘lﬂn..—lﬁ_n.._w Lol e ) [T T i B B e B A VI S VAR S VA A TR A TR ) A Service de R.M.N. ®

a4 Vo ONNWEA .

MEREN RN RN RN

Current Data Paraseters

S31
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' NAME apaBooal
EXPND 4
PROCND 1
USER majoral
F2 - Acquisition Parameters
Date_ 20070912
Tire 11.57
INSTRUM dpx300
PROBHD S mm BBF ATH
' PULPROG 1s_zg60oc
T0 3z2re8
SOLVENT coci3
NS 1656
DS 0
SWH 18832.393 Hz
FIORES 0.574719 Hz
AD 0.8700404 sec
RG 16384
oW 26.550 usec
DE 10.00 wsec
TE 298 K
D1 1.00000000 sec
oi1 0.03000000 sec
CHANKNEL 1
! NuCH 13C
' P1 10.60 usec
PLY 0.00 oB
. 5F01 754756726 MHz
CHANNEL f2
CPOPRG2 waltzib
N2 1H
! PCPO2 80.00 usec
PL2 3.00 g8
; PL12 19.00 o8
I I SFO2 300, 1312005 MHz
i T
F2 - Processing parameters
sI 327e8
! \ SF 75. 4577480 MHz
WDW EM
558 [
Le 1.00 Hz
Ge 0
PC 1.40
" " F— " | "
bl ._4I1IF. " s e - ity o \ar i i il | v » mm NHR plot a!..m_anwm_...w.u -
FiP 229.765 ppm
F1i 17339.84 Hz
T T T T T T T T T T T T T T T “W wnwum Ha
100 50 0 PPMCN 11.34283 ppm/cm
HICH B56_01782 Hz/ca
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- et mmear e

RER AN NN NN RN NN

c _mw%u.-_ﬂ Ewmﬁﬁ M.N..ﬁ ¥ LCC. QUCHAS =
a8 SR DIFT F SR D ® Service de RM.N. ¥
- -
" OFX 300 L]
ANEERREN NN AN
Current Data Parameters
NAME apaBo031
EXPND 3
PROCND i
| USER majoral
F2 - Acquisition Parameters
Date_ 20070912
Time : 10.57
! INSTRUM dpx300
PROBHD 5 mm BBF ATM
PULPROG 15_dept135
To 32768
SOLVENT oocl3
L] 400
s 0
SWH 18832.393 Hz
FIDAES 0.574719 Hz
L] 0.8700404 sec
G 11565.2
oW 26.550 usec
DE 10.00 usec
TE 298 K
| 1 CNST2 145. 0000000
] 1.00000000 sec
i d2 0.00344828 sec
gi2 0.00002000 sec
DELTA 0.00001350 sec
=amszsmsssas CHAHNEL f] ===w===:
h ..; _.. nus 13
™ ot M " b e T - " ] 10.60 usec
N ) 02 21.20 usec
PLY 0.00 08
SFO01 754756726 mHz
=azzz=zz=z==z CHAMNEL 2 ====ze=m
CPOPARG2 waltzib
Huc2 U
#3 14.00 wsec
pd 28.00 usec
PCPOR B0.00 usec
PL2 3.00 0B
PL12 19.00 a8
SFO2 300. 1312005 MHZ
F2 - Processing parameters
s1 32768
SF 75.4677490 WHz
WOW EM
558 0
LB 1.00 Hz
GB [
PC 1.40
10 NMA plot parameters
ox 22.00 cm
Fip 229.765 ppn
Fi 17339.84 Mz
Fap -19.777 ppn
T T — T T T T _ T T T T _ .- T - T _ T T T T _ T F2 -1497 56 Hr
ppm 200 150 100 50 0 PPHCH 11.34283 ppn/cn
HICH BS6.01782 Hz/em
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Hi_INT
S I o ™ . cSnomugmLo ELLCCIL LT L LL L LU LT
e i - P =3 T - = =M= g W w v
=1 o - - o ~ [ 3] w o PRI = T = S Sy
g auuwn=n=e=s il s e EE me e :E ® L.C.C. uCHRS ®
L e - mm ooty R I I I i )
® Service o8 RMN. ¥
RELLLELLL R LT R L L]
Current Data Parameters
HAME apaB0233
EXPHD 1
PROCND 1
USER sajoral
F2 - Acquisition Parameters
Date_ 20090412
Time i7.47
INSTRUM dpx 300
PROBHD 5 mm BEF ATM
PULPROG 1s_zgB0
o 32res
SOLVENT oMs0
NS a
0s L]
SWH 3591.954 Hr
FIDRES 0.1039618 Hx
Al 4.5613556 sec
ARG ne
v 139.200 usec
DE 10.00 usec
TE 298 K
01 30.00000000 sec
CHANMEL f4
WUC1 H
[41 14.50 usec
L8 1.00 0B
SFOY 300. 1315007 MHz
Fi - Acquisition parameters
NOO 2
o 256
SFO1 3001314 Mz
! FIDRES 15650033 Hz
5 13,348 ppm
F2 - Processing paraseters
sl 2766
SF 300. 1300000 MHz
WO (2]
558 L
| Le 0.10 Hz
[ I o8 ]
! PC 1.40
g . Fi - Processing perameters
\\ SI 4096
HC2 oF
SF 300. 1300000 WHZ
Ll SINE
558 o
Le 0.30 Hz
::] 0.1
= @ ~[w|w||o [} 1] af[=lnl |o
m ] ) ] e | hic' o ajjan] 1= 10 NMR plot parameters
£ i ] R A Y & & all=i=l 18 o 22.00 cn
Fip 10,984 ppm
Fi 329663 Hz
T T T T T T T L L B B L L L B B B R R R R R R R R S R R R IR AL Hwn wmwmuu-
- . Hz
pem 10 8 6 B e 0 PoMCH 0.54400 ppa/ca
HICH 163.27063 Hz/cm



pom
62.765

Compound 5b-Gc’;

P31_DECOUPLE _H1
apa70

23.203
9.270
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RLLRERLRER R LYY
W L.C.C. duC.N.R.S =
¥ Service de RLH.N. ¥
LLLERLE LT EE L R bl

Current Data Parameters

NAME apaBo0e3
EXPRD 2
PROCND 1
USER majoral

F2 - Acguisition Parameters

Date_ 20070628

Time 14.38
INSTRUM opx300
PROBHD 5 mm BBF ATH
PULPROG 15 _zgB0oc

o 32768
SOLVERT MeOH

NS 227

1521 4

SWH 36496.352 Hz
FIDRES 1.113780 Mz
AD 04489716 sec
RG 9195.2

O 13.700 usec
0E 10.00 usec
TE 288 K
b1 0.50000000 sec
a1l 0.03000000 sec
wassssssmnex CHANNEL f] =s=ss=szzza==
V] 3P

P 11.70 usec
PLL 1.00 d8
SF01 121 5009257 Mz
msmsssszmzzs CHANMEL f2 sessssssssmes
CPOPRG2 waltzib
NUEZ 1H
PCPOZ B0.00 usec
PL2 3.00 0B
PL12 19.00 oB
SFO2 300. 1315007 WHz
F2 - Processing parameters
51 32768

SF 121, 4948510 MHz
WO EM
558 o

Le 1.00 Wz
c:] o

L H 1.40

10 MR plot parameters
Cx

22.00 cm
FiP 70.000 ppn
F1 B504. B4 Hz
Fap 0.000 ppm
F2 0.00 Hz
PRMIM 3.18182 ppm/cm
HICM 38657452 He/cm
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ppm
169.17
169.11
150.93
148.88
148.79
140.38
137.20
135.97
132.66
131.79
130.40
130.08
129.94
128.69
127 .84
125.02
121.42
12111

f
;

Compound 5b-Gc’;

L

C13_DECOUPLE _H1

47.79

46.08
40.75

40.47
40.20
39.92
39.64
39.36
39.08
34.77
33.46
33.31
29.49
29.18
22.56
21.44
21.23
14.07

—\N\ "
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100

HNNRERNNRNNEERNNNERNN NN
% L.C.C. du CHN.RS =
W Service de R.M.N. =
HEEERR RN NN

Current Data Parameters

HAME apaB0233

EXPND 3

[PROCND 1

USER majoral

F2 - Acquisition Parameters

Date_ 20090413

Time 16.15

INSTRLM dpx300

PPROBHD S mm BBF ATM

PULPROG Is_zg60dc

O 327668

SOLVENT DMSD

NS 40000

05 4

SHH 18832393 Hz

FIDRES 0.574719 Kz

A0 0.8700404 sec

AG 11585.2

] 26.550 usec

DE 10.00 usec

TE 298 K

01 1.00000000 sec

o1l 0.03000000 sec

massssssssss CHANMNEL f] seesssassssss

NuCH 13C

F1 11.50 usec

PL1 0.00 o8

SFO1 75 4756726 MHz
CHANMEL f2

CPOPRG2 waltzib

Nuc2 1H

PCPD2 108.00 usec

pL2 1.00 08

PLi2 19.00 oB

SFO2 300. 1312005 MHz

F2 - Processing parameters

51 32768

SF 75. 4677490 MHz

WO EM

558 0

L8 1.00 Hz

68 1]

PC 1.40

10 NWR plot parameters

cx 22.00 tn

FiP 180.000 ppm

F1 1358420 Hz

Far =0.%84 ppm

F2 =74.26 Hz

PPMCH 8.22655 ppm/cm

HICH 620.83887 Hz/cm
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@ o GO HEMMOUOMMORYYMAMonEMm oYL TI- AT Adaw
W o AU OCOONNNNLLEON O MMMmmAIRon Moo
-~ ~r e R R e e R A R R E e E R N R R Rl k]

—8.09

<75
'%7:38
=3
S
%
N
y
é
<
=
™~

[ Avance 300 c
an Sarvics comenn de REN
- Current Data Parameters
NAME perez_a_300c
EXFNO 72
PROCNO 1
F2 - Acqguisition Parameters
| Date_ 20080624
Time 10.58
5- INSTRUM spect
PROBHD 5 mm PABBO BB-
FULPROG zg30
TD 65536
SOLVENT D20
NS 16
Ls ]
SWH 6188.119 Hz
FIDRES 0.094423 Hz
AQ 5.2953587 sec
RG 50.8
oW 80.800 usec
DE 10.00 usec
TE 298.0 K
Dl 1.00000000 sec
TDO 1
I ==z===== CHANNEL fl ==s======
| NuCl 1H
| | | | | Bl 11.50 usec
\ L | 1 I PL1 -1.00 4B
\ ﬁ | | J sFol 300.1318530 MHz

F2 - Processing parameters

ST 131072
SF 300.1300000 MHz
WDW EM
T "1 I IR T MR WL AL I T T SSB 0
85 80 75 70 65 60 55 50 45 40 35 30 25 20 15 1.0 ppm e ¢.22 He
BC 1.00
88 (88 8% |8 (3 a 18 8
mlel I&IN® CH I I PR &l 1818

S36



Gec’y

Compound 5c

P31_DECOUPLE_H1

C3Na
~ (=]
- wy —
= ™ r~
- o
) ~ -
e 1 o5 Current Data Parameters
NAME apaC0151
EXPNO 4
PROCNO 1
USER majoral
F2 - Acquisition Parameters
Date_ 20090410
Time 13.45
INSTRUM spect
PROBHD 5 mm TXO 31PB/1
PULPROG ls_zg6ldc
D 65536
SOLVENT D20
NS 1600
Ds 4
SWH 36496.352 Hz
FIDRES 0.556890 Hz
AQ 0.8978932 sec
RG 36780.8
DW 13.700 usec
CE 10.00 usec
TE 297.9 K
Dl 1.00000000 sec
| dll 0.03000000 sec
MCREST 0.00000000 sec
MCWRK 0.01500000 sec
======s= CHANNEL f] ssssss==
NUC1 31p
Pl 8.80 usec
| PL1 0.00 dB
SFO1 121.5070005 MHz
sssssss= CHANNEL {2 s=s==ss=s==
CPDPRGZ waltzlé
NuC2 1H
PCPD2 90.00 usec
PL2 =-2.00 dB
PL12 16.83 dB
SFO2 300.1312005 MHz
F2 - Processing parameters
sI 65536
SF 121.4948510 MHz
WDW EM
55B 0
LB 1.00 Hz
GB 0
PC 1.40
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C13_DECOUPLE_H1

C3Na

™ - oW N T

w =] ™M Moo W o = o o~ oo~ I~

=) b nosoor IR —~ =

M . [ Mmoo M o ~No ™

™ @ Yoo o . e . C P .

L - MM NNN w0 (=T | — ™

- — o = T Mo [ R
Current Data Parameters
NAME apaD0033
EXPNO 1
PROCNO 1
USER majoral

F2 - hcquisition Parameters

Date_ 20090411
Time 23.36
INSTRUM spect
FPROBHD 5 mm BBO BB/Z2H
PULPROG ls_zg60dc

TD 32768
SOLVENT D20

NS 24000

Ds 4

SWH 25125.629 Hz
FIDRES 0.766773 Hz
AQ 0.6521332 sec
RG 32768

DW 19.900 usec
DE 10.00 usec
TE 298.0 K
D1 1.00000000 sec
dll 0.03000000 sec
MCREST 0.00000000 sec
MCWREK 0.01500000 sec
s=ssss== CHANNEL fl ========
NUCl 13C

Pl 7.20 usec
PL1 0.00 dB
SFO1 100.6233333 MHz

======== CHANNEL {2 ========
_ CPDPRG2 waltzlé
NuC2 1H
PCPD2 95.00 usec
PL2 -1.00 dB
PL12 19.00 dB
SF02 400.1318006 MHz

F2 - Processing parameters
SI 65536
SF 100.6127690 MHz
WDW EM

V]
LE 1.00 Hz
GB 0
BPC 1.40

|AARAMAMAM LAAAARAAR) LAAAMALLY LAMAAAARM) & T T AN LA e T |AAAAAARAMY R

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

LAAARAML AAAAMAAALY AAALAALARD LAASM
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Compound 6a

Il

PPM

§%-

H165.001
DATE 1-6-6
TIME 13: 07

SF 200.132

SY 80.1300000

04 3300.000

SI 16384

TD 16384

SW _4000.000
HZ/PT .488
PH 5.5
RD 5.000
AG 2.048
RG 2

NS 16

TE 294

FW 5000

02 -10000.000
DP  63L PO

LB .100
GB 0.0
CX 35.00
Ccy 0.0

F2 42 . 45H
HZ/CM 26.325
PPM/CM .132
SR 2343.00
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Compound 6a

45

40

35

25

15

%

P3165.001
DATE 1-6-6
TIME 13: 05

SF 81.015
SY B81.0400000
04 5000.000
SI 16384

TD 16384

SW 23B09.524
HZ/PT  2.906
PW 4.0
RD .100
AQ .344
RG 200

NS 168

TE 298

FW 29800

02 3300.000
OP 24H BB

LB 1.000
GB 0.0
CX 35.00
CY 0.0
Fi 47 ,395P
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PP
4

56327C13.008
AU PROG:
SAVEDEC
DATE 13-6-6
TIME 6: 11

SF 50.323
SY 50.3200000
01 B8500.000
SI 16384

TD 16384

SW 118904762
xthﬁ u,nmw

PR .
RD 0.0
AG

Compound 6a

M | _

T LA e e S —rT T L e e e e T
200 190 180 170 160 150 140 130 120 -»mhz 100 a0 80 70 60 50 40
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Compound 6a

—3.8
iﬁéﬁ?;
d&rﬁf_
7
Al
™9
\L:Q

S6327C13.008
AU PROG:
SAVEDEC
DATE 13-6-8
TIME 6: 14

SF 50.323

SY 50.3200000
01 8500.000

SI 15384

TD 16384

SW 11304.762

HZ/PT ~ 1.453

i 4.0
RD 0.0
AQ .688
7 ARG 400
_ NS 23040
_ TE 297
FW 14900
02  3300.000
DP  24H BB
LB 1.000
GB 0.0
CX 35.00
cY 0.0
Fi B5.730P
Fa i1.692p
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Compound 6b

PPM

H1@5.001

DATE 6-6-6

TIME 10: 45

SF 200.132

SY 80.1300000

01 3300.000

SI 16384

TD 16384

SW 4000.000

HZ/PT .488

PH 5.5

RD 5.000

AQ 2.048

ARG 4

NS 16

TE 294

FW 5000

02 -10000.000

DP B3L PO

LB .100

GB 0.0

CXx 35.00

CY 0.0

F1 9.910P
-.158pP

F2

HZ/CM 57.575
FPM/CM .288
SR 2343.00
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PPM

§r

P31G5.004
DATE 6-6-6
TIME 10: 43

SF 81.015
SY 81.0100000
01 5000.000

S44
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Compound 6b

50

45

40

35

30

-5

SI 16384

TD 16384

SW 23809.524
HZ/PT 2.906
PH 4.0
AD 100
AQ .344
A6 200

NS 242

TE 298

FW 29800

02  3300.000
DP 24H BB

LB 1.000
GB 0.0
CX 35.00
cY 0.0
Fi 4168. 13H
F2 -479.26H
HZ/CM 132.783
PPM/CM__1.638
SR 4773.00
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Compound 6b

1 T T
200 180 160 140 120 thﬁo a0 60 40 20

3734

$6331.009

TIME 7: 55

SF 50,323
SY 50.3200000
01 8500.000

SI 16384

TD 16384

SW 15151.515
HZ/PT 1.850
P 4.0
RD 0.0
AQ .541
RG 800

NS 25920

TE 297

FW 19000

02 3300.000
DP 24H BB

LB 1.000
GB 0.0
CX 35.00
cY 0.0
Fi 212.279P

F2 -7.647P
HZ/CM 316.167
PPM/CM_ 6.283
SR 3318.00
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6.323

Compound 7

H1_INT
phenol R=Ci0H21

720
519

|

= M~ o
(=] o
P~ M~ -
m m ™

;

3

=3

2.767
2.744
2.721

1.262

0.914
0.892
0.869

\ y

F
i
'
'
1
!
1
i
1
1 \ / KJ\(\\
A
) | ] 0 ~
v o (=] wn - o [a¥] ﬁ (a1}
L TSI e s o e e s L L O B S B B S L S S L L S L B L B B B L
7 5] 5 4 3 2 1

HNNRERRRREERNN NN
W LCC duCHRS #
% Service de RN, ®
LLLLLULLLE L L LELLE L]

Current Data Parameters

NAME apaB0032
EXPNO 7
PROCND 1
USER majoral
F2 - Acquisition Parameters
Date_ 20070420
Time 9.58
INSTRUM - dpx300
PROBHD 5 mm BBF ATM
PULPROG 1s_z960
0 32768
SOLVENT cocl13
NS 8
0s . o
SWH 3591, 954 Hz
FIDRES 0.109618 Hz
AD 4.5617556 sec
RG 228.1
] 139,200 usec
DE 10.00 usec
TE 298 K
o1 1000000000 sec
CHAMMEL 1
L= H
P1 15.50 usec
PL1 1.00 g8
SF01 300. 1315007 MHZ
Fi - Acguisition parameters
HDO 2
m 256
SFO1 300.1314 NHr
FIDRES 15.650039 Hz
SN 13,349 ppm
F2 - Processing paraseters
SI 32768
5 300. 1300000 MHz
L EM
558 o
Le 0.10 Hz
68 [}
PC 1.40
F1 - Processing parameters
st 4096
HC2 GF
5 300. 1300000 MHz
WO SINE
558 o
Le 0.30 Hz
G 0.1
10 WA plot parameters
cx 22.00 cm
FiP B.000 ppm
Fi 2401.04 Hz
FeP 0.000 pom
F2 0.00 Hz
PPMIM 0.36364 pom/cm
HICH 109.13818 Hz/em
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Compound 7

P31_DECOUPLE_H1
phenol cl0
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25 20

Current Data Parameters

NAME apabD0017
EXFNO 2
PROCNO 1
USER majoral

F2 - Acquisition Parameters
Date_ 20080227
Time 17.05
INSTRUM spect
PROBHD 5 mm BBO BB/2H
PULPROG 1s_zg60dc

TD 65536
SOLVENT CDC13

NS 248

Ds 0

SWH 48661.801 Hz
FIDRES 0.742520 Hz
AQ 0.6734324 sec
RG 41285.1

W 10.275 usec
DE 10.00 usec
TE 298.0 K
D1 0.50000000 sec
dil 0.03000000 sec
MCREST 0.00000000 sec
MCWRK 0.01500000 sec
======== CHANNEL fl ========
NUCl 31p

Pl 8.40 usec
PL1 0.00 dB
SFOl1 161.9917906 MHz
======== CHANNEL f2 ========
CPDPRG2 waltzlé
NuUC2 1H
PCPD2 90.00 usec
PL2 -1.00 dB
PL12 19.20 dB
SFO2 400.1318006 MHz
F2 - Processing parameters
SI 131072

SF 161.9755930 MHz
WDW EM

S5B 0

LB 1.00 Hz
GB 0

BC 1.40
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ppm
167.38
167.35
——155.06
129.97
129.74

~<
~

Compound 7

C13_DECOUPLE _H1
phenol C10

¥ L.C.C. du C.N.R.S5 ®

77.22
77.02
76.60
53.60
29.57
29.32
29.31
29.23
28.27
28.07
27.30
27.23
22.68
14,11

77.44
46.99
45.26
41,27
34.68
31.90

& Service ce ALM.N, W

W= . o= .

! Current Data Parameters
MAME apaB0203
EXPND 16
PROCND 1
USER majoral

—115.52

F2 - Acquisition Parameters
Date_ 20080407
Time 1.43
INSTRUM dpx300
PROEHD S nm BBF ATM
PULPROG 1s_zgB0dc
TO 32768
SOLVENT CoCi3
NS 22000
] 0
S 18832.393 Hz
FIDRES 0.574719 Hz
AD 0.8700404 sec
RG 14596.5
L] 26.550 usec
' 3 10.00 usec
TE 298 K
! 01 1.00000000 sec
o1l 0.03000000 sec

------------ CHANNEL f{ =ssssssssms==
NUC1 13C

3] 10.60 usec

PL1 0.00 a8

SFO1 754756726 MH:z

mmssszazusss CHANNEL f2 =esssssssssss
CPOPRG2 waltzig
Muc2 1H
PCRO2 B0.00 usec
P2 3.00 o8
' PL12 19.00 B
1 SF02 300, 1312005 MHz

F2 - Processing parameters

51 32768

SF 75. 4677490 MHz
" ] EH

L)
"
] 558 0
LB 1.00 Hz
[:] 0
FC 1.40
10 NWR plot parameters

T o 22.00 cn
F1P 229.765 ppn
Fi 17339.84 Hz

F2p -19.777 ppm
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_ mm .:om.u:n
100 50 0 PPHCM 11.34283 ppm/cn
HICM B56.01782 Hz/fcm
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C13_DEPT135_H1
phenol C10

HENERERENNNNRENNN NN

£ =8 BERRRRRBIHNTRERNSS C oo mcnas »

a - -

E & a2 ﬂﬂﬁﬁﬁ&dyi_wﬂmd%mﬂﬂﬂ“ ® Service de ALMN.
L] oPX 300 L]
LLLLLRRER LA LD E ]

Current Oata Parameters
NAKE apaB0203
EXPHD 15
PROCND 1
USER majoral

F2 - Acquisition Parameters
Date 20080406
Time 14.15
dpx300
5 mn BBF ATM
15 _depti3s
32768
coca3
2000
o
18832 393 Hz
0.574719 Hz
0.8700404 sec
11585.2
26.550 usec
10.00 usec
298 K
T2 145. 0000000
1.00000000 sec
0.00344828 sec
0.00002000 sec
DELTA 0.00001350 sec

-
=
8

ég&ﬁga‘gé

SREQAREEE

SF01 75.4756726 MHz

mzszzmzesers CHANNEL f2 sesmsme

CPOPRGZ waltzib

Nuc2 1H

P3 14,00 usec

pd 28.00 usec

PCPO2 B0.00 usec

PL2 3.00 o8

PLIZ 19.00 a8

5F02 300. 1312005 MH2

F2 - Processing paramgters

SI 32768

SF 75.4677490 MHZ

WOW [1]

558 o

Le 1.00 Hz

Gé o

PC 1.40

10 W4A plot parameters

%3 22.00 cm

FiP 229.765 ppm

Fi 17339.84 Hr

Far -19.777 ppm
T T T T T T T | T T T T T T T T T I T T ' v | v F2 - .56 Hz

ppm 200 150 100 850 0 PRMCM 11.34283 pom/cm
HICM 856.01782 Hz/cm
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Gc’y

Compound 7a

7.647
7.628
7.282
7.104

-

H1_INT
apallé

Current Data Parameters

apaC0114
1

1
majoral

F2 - Acquisition Parameters

Date_
Time
INSTRUM
PROBHD
PULPROG

20080206
18.38
spect

5 mm TXO 31B/1
1s_zg60
32768
CcDCl3
8
0
3591.954 Hz
0.109618 Hz
4.5613556 sec
128
139.200 usec
10.00 usec
298.0 K
10.00000000 sec
0.00000000 sec
0.01500000 sec

F2 - Processing parameters

5I
SF
WDW
SSB
LB

32768
300.1300000 MHz
EM

4]
0.10 Hz
0

1.40

S50
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T T T T T

80 75 70 65 60 55 50 45 40 35 30 25 20 15 1.0 ppm

18.00
36.78
17.12

18.40
25.14
74.75
25.06
12.03
196.85
36.78

2
g



ppm
7.655

7.629
—7.107

—T.757
__—6.917
T T—6.895

Gc’y

Compound 7a
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H1_INT
apaB0fa
NWMOSOT DWW TN 0= 0= UEONNDTNMROT M =T
BRNTERSICSRABNAIRGEARILEYZ T K 883
: g = ¥ L.C.C. owC.HAS »
e R e R R R R R R I R O R R D I R T ==~
_ W Service de ALMN. ¥
m LLLELLLELL LR P
D._.._..!: Data Parameters
!_amgs
mx.vZ“_
PAOCND _
USER majoral
F2 - Acquisition Parameters
Date_ 20070808
Time 19.30
INSTRUM dpx300
PROBHD 5 nm BBF ATM
PULPROG I5_zg60
o 2768
SOLVENT MelH
NS ]
0s a
5w 3591,954 Hr
FIDRES 0.109648 Hr
] 4.5613556 sec
AG 5.9
] 135.200 usec
1 3 10.00 usec
TE 296 K
' o 1000000000 sec
CHANNEL 1
W 1
P1 15.50 usec
PL1 1.00 o8
SFOL 300. 1315007 Mz
Fi - Acouasition parameters
KOO 2
10 256
SF04 300.1314 Mz
~ FIORES 15.650039 Wz
' = 13.349 ppe
F2 - Processing parameters
s1 32768
SF 300. 1300000 MHz
L EM
558 ]
Le 0.10 Hz
=] 0
PC 1.40
F1 - Processing parameters
51 4096
L= o
SF 300. 1300000 MHZ
I— ] SINE
558 L]
LB 0.30 ke
] 0.1
mjo - - w ~”
wl|o | |o o @ 10 WA plot parameters
i bl bl o o o 22.00 m
Fip B.500 ppm
Fi 2551.10 Mz
_.,_._.__.________.__._._.__________‘__.__.I_..q..__._,_“wv eo.awnun-
. 14
5 4 3 2 1 PRHCH 038636 pom/in
HICH 115 98932 Hz/om



ppm
62.972

Gc’y

Compound 7a

P31_DECOUPLE _H1
apa87

28.165
B.416
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KN
% L.C.C. duC.NRS »
® Service de ALM.N, W
RN AR

Current Data Parameters

HAME apaB01i2
EXPND 1
PROCND 1
USER majoral

F2 - Acquisition Parameters

Date_ 20071023
Time 14,34
INSTRUM dpx300
PROBHD 5 mm BBF ATH
PULPAOG 1s_zg60dc

0 32768
SOLVENT coc1d

L] 125

os 0

SWH 36496.352 Hr
FIDRES 1.113780 Hz
] 0.4489716 sec
RG 18390.4

OW 13.700 usec
OE 10.00 usec
TE 298 K

D1 0.50000000 sec
it 0.03000000 sec

wesssmzuezss CHANNEL f1 ==s=z==s

NUC1 e

P 14.70 usec
PL1 1.00 d&
SFO4 1215009257 MHE
mamamsssssns CHANMEL f2 ==s=a=s
CPDPRG2 waltzib

Hucz iH
PCROD2 B80.00 usec
PL2 3.00 0B
PL1Z 19.00 ¢B
SFO2 300. 1315007 MHz
F2 - Protessing parameters

51 32768

SF 121 . 4948510 MHz
WOR EM

558 [}

Le 1.00 Hz

B a

FC 1.40

10 KMA plot parameters

Cx 22.00 ca
Fip 70,000 ppm
Fi B504 .64 Hz
Fa@ 0.000 ppm
F2 0.00 Hz
PPHCM 3.18182 ppm/cm
HICM 38657452 Hz/em
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C13_DECOUPLE _H1

-Iillﬂ HENENNENNERN NN NN
~ m = T oo - — w0 OMID M= U = OWT QN = MM D o
c 5 23 SRRR 8 oS8 BOoB-Tachonnmaun=m® . ¥ LCC G CNRS x
= [ I~ m W MM OO @@~ T
< m m_«..m..q %n%% a ?_.....m 5..5:%@433332?2222221 .
— — - — o — % Service de RM.N.
VoIV \% NN =

Current Data Parameters

! NAME apaBooss
EXPND 3
PROCND 1
USER majoral
F2 - Acquisition Parameters
Date_ 20070911
Time 15.54
INSTRUM opx300
PROEHD 5 nm BBF ATH
FULPROG 15_zg60dc
10 32768
SOLVENT coc13
NS 2200
: ! 0s 0
SHH 18832.393 Hz
FIDRES 0.574719 Hz
A0 0.8700404 sec
RG 14596.5
' OW 26.550 usec
0E 10.00 usec
TE 298 K
(i} 1.00000000 sec
dii 0.03000000 sec

mzm===zzz=== CHANNEL f1 sss=ss:
NuC1 13C

F1 10.60 usec
PL1 0.00 @B
SFO01 75. 4756726 MHz

mwmms CHANNEL 2 ===sssi
waltz1B

F2 - Processing parameters

51 32768
' SF 754677480 MHz
' NOW EH
' 558 o
' ; h LB 1.00 Hz
58 0
. ! PC 1.40
...._ #._ 1D NMR plot parameters
M = 22.00 cn
i " b‘.i —, ! a y e bt i e £ip 180,000 ppm
F1 13584.20 Hz
F2p 0.000 ppm
. | . _ . _ . SR . ; . _ . _ . F2 0.00 Hz
T T T PPMCH 8.18182 ppn/cm
ppm 160 140 120 100 80 &0 40 20 WICH B17.46344 Hz/cm
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Current Data Parameters

NAME apaD0014
EXPNO 4
PROCNO 1
USER majoral

F2 - Acquisition Parameters
Date_ 20080218
Time 18.56
INSTRUM spect
PROBHD 5 mm BEQ BB/2H
PULPROG 1s_zg60

TD 32768
SOLVENT MeOD

NS 8

Ds 0

SWH 4789.272 Hz
FIDRES 0.146157 Hz
AQ 3.4210291 sec
RG 161.3

DwW 104.400 usec
DE 10.00 usec
TE 2898.0 K
D1 10.00000000 sec
MCREST 0.00000000 sec
MCWRK 0.01500000 sec
======== CHANNEL fl ========
NUC1 1H

Pl 8.80 usec
PL1 -1.00 dB
SFO1 400.1316005 MHz
F2 - Processing parameters
sI 65536

SF 400.1300000 MHz
WDW EM

SS5B 0

LB 0.10 Hz
GB 0

PC 1.40
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Compound 7b-Gc’;

P31_DECOUPLE_H1

apal2l

@ o

o o ~

- o] ™

. . ™M

o~ o

b £ A Current Data Parameters
NAME apaD0014
EXPNO 3
FROCNO 1
USER majoral
F2 - Acquisition Parameters
Date_ 20080218
Time 18.39
INSTRUM spect
PROBHD 5 mm BBO BB/2H
PULPROG 1s_zg6ldc
TD 65536
SOLVENT MeOD
NS 654
DS 0
SWH 48661.801 Hz
FIDRES 0.742520 Hz
AQ 0.6734324 sec
RG 41285.1
DW 10.275 usec
DE 10.00 usec
TE 298.0 K
Dl 0.50000000 sec
dil 0.03000000 sec
MCREST 0.00000000 sec
MCWRK 0.01500000 sec
======== CHANNEL fl ========
NUC1l 31F
Pl 8.40 usec
PL1 0.00 dB
SFO1 161.9917906 MHz
======== CHANNEL f2 ========
CPDPRG2 waltzl6
Nuc2 1H
PCPD2 90.00 usec
PL2 -1.00 dB
PL12 19.20 dB
SFO02 400.1318006 MHz
F2 - Processing parameters
SI 131072
SF 161.9755930 MHz
WDW EM
SSB 0
LB 1.00 Hz
BC 1.40

LA B B S B R B I L L R B T — T
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Compound 7b-Gc’;

170.243

149.273
— 149,202

136.508
——— 132.749
129.728
T 128.209

121.333

—_

121.126

C13_DECOUPLE_H1
apal2l

48.320
48.108
47.895
47.762
47.682
47.550
47.469
47.339
47.256
47.126
47.043
46.638
46.371
40.884

—_—— 34.501

32.646
32.538
31.786
29.456
29.232
29.048
28.128
27.967
26.938
22.472

T

_
170 160

150 140 130 120 110 100 90

80

Current Data Parameters

NAME apaD0014
EXPNO 6
PROCNO 1
USER majoral

F2 - Acquisition Parameters
Date_ 20080219
Time 5.59
INSTRUM spect
PROBHD S5 mm BBO BB/2H
PULPROG 1s_zg60dc

TD 32768
SOLVENT MeOD

NS 23000

DS 0

SWH 25125.629 Hz
FIDRES 0.766773 Hz
AQ 0.6521332 sec
RG 26008

oW 19.900 usec
DE 10.00 usec
TE 298.0 K
D1 1.00000000 sec
dil 0.03000000 sec
MCREST 0.00000000 sec
MCWRE 0.01500000 sec
s======== CHANNEL fl ========
NUC1 13C

Pl 6.60 usec
PL1 0.00 dB
SFOL1 100.6233333 MHz
======== CHANNEL f2 ========
CPDPRG2 waltzlé
NUC2 1H
BCPD2 90.00 usec
PL2 -1.00 dB
PL12 19.20 dB
SFO2 400.1318006 MHz
F2 - Processing parameters
SI 65536

SF 100.6127690 MHz
WDW EM

SSB 0

LB 1.00 Hz
GB 0

PC 1.40
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apalzl
=M s
M- o CFEHNMAYANNOO NN O
~e e CFOWYWNUMYACSHANOMUOENECMEO n
. . .. MO~ YYMONNEINOATTRSN O
anw - s e e e . =
NN NN wO~~~YVORN A ONM -
A - S LSS SISO NNNNA -
Current Data Parameters
NAME apaD0014
EXPNO 7
FROCNO 1
USER majoral
F2 - Acquisition Parameters
Date_ 20080219
Time 7.30
INSTRUM spect
FPROBHD 5 mm BBO BB/ZH
PULFROG ls_deptl3s
TD 32768
SOLVENT MeCOD
NS 2000
DS Y]
SWH 25125.629 Hz
| FIDRES 0.766773 Hz
_ AQ 0.6521332 sec
RG 26008
DW 19.900 usec
DE 10.00 usec
_ TE 298.0 K
_ CNST2 145.0000000
Dl 2.00000000 sec
I dz 0.00344828 sec
_ _ di2 0.00002000 sec
DELTA 0.00000840 sec
MCREST 0.00000000 sec
MCWRK 0.01500000 sec
======== CHANNEL fl s=======
NUC1 13ic
Pl 6.60 usec
2 13.20 usec
PL1 0.00 dB
SFO1 100.6233333 MHz
======== CHANNEL f2 ========
CPDPRG2 waltzlé
NuC2 1H
P3 8.80 usec
pd 17.60 usec
PCPD2 90.00 usec
PL2 -1.00 dB
PL12 19.20 dB
SFO2 400.1318006 MHz
F2 - Processing parameters
SI 65536
SF 100.6127690 MHz
WDW EM
SSB 0
LB 1.00 Hz
................................................. GB 0
......... | A BN MR RS B MR ML RN ] I I ] | I PC 1.40

140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm
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Compound 7c¢-Gc’y
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31P{1H} APA-123

63.96
16.52
9.09

Current Data Parametens
NAME Mag0225
2

PROCND 1

F2 - Acquisition Parameters
Date 20080225
Time 1657

5]
PROBHD 5 mm TEL 1H/31

A

SOLVENT D20
NS

Pl 14,90 usec

PL1 ~2.00 dib

SFOL 2025312960 MHz
= CHANNEL 2

CPDPRG2 walrzl6

NuCz 1H

PCPD2 90.00 usec

FL2 -1.00 4B

PLI2 2300 4R

FLI3 23.00 4B

SFO2 5003320013 MHz

ﬂngmwwﬁu?ﬂg

51
5F Z53T2960 MHz

WDW EM
558 o
LB 4.00 Hz
GB 0

PC 1.50
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Compound 7c¢-Gc’y

1
N
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Q
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_— 13266 o=
— 13031 3
T 12840 ey
g —— 12132 P
g n —— 11941 1
——115.61 5
- — 10227
8 —
50.62
8 - 49.70
/ 40.48
34.45
3298
S # / 31.88
= 29.80
//- 29.70
. 29.59
2936
29.20
3 i \ 28.89
-28.78
N
14.01
1.23
L-I - "QEELN
'3 0.90
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Gec’y

Compound 7c

13C{1H} APA-123

ge 2 2 28327%]8% 8 5
33 w. T dzagaaans 8 =
|| | | AN |

EL%%%EQ%%L??.“ _ e _{z%é%{z%i W

50 45 40 35 30 25 20 15  ppm

SFO2  500.3320013 MHz

F2 = Processi ers
31 131
SF 1258080790 MHz
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5¢-Gc’;: NOESY *H-H

kP
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