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General procedures

Melting points were measured in Celsius degrees and were uncorrected. Optical rotations were
operating at 589nm. Infrared spectra (IR) were recorded as thin film on potassium bromide discs.
Nuclear magnetic resonance (NMR) spectra were measured at 300.13 MHz ("H) or at 75.47 MHz ("*C).
All chemical shifts were recorded in ppm relative to tetramethylsilane (6= 0.0). Spin-spin coupling
constants (J value) recorded in Hz were measured directly from the spectra. All reactions were
monitored by analytical thin-layer chromatography (TLC) on aluminium-precoated plates of silica gel
with detection by spraying with 5% (w/v) dodecamolybdophosphoric acid in ethanol. Silica gel 60
(230400 mesh) was used for flash chromatography. All reagents and solvents were general reagent
grade unless otherwise stated. DMF was dried by magnesium sulfate and filtered. It was then freshly
distilled under reduced pressure. THF was freshly distilled from Na/benzophenone ketyl under
nitrogen. Dichloromethane was freshly distilled from P,Os under nitrogen. Other reagents were

purchased from commercial suppliers and were used without purification.
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Current Data Parameters

NAME GL145-h1
EXPNO 1
PROCNO 1

f2 - Acquisition Parameters

Date_ 20070530

Time 21.18
INSTRUM dpx300
PROBHD 5 mm BB0 BB-1H
PULPROG zg

D 32768
SOLVENT MeOD

NS B

bs 0

SWH 5402 .485 Hz
FIDRES 0.164871 Hz
AQ 3.0327284 sec
ARG 228.1

bW 92.550 usec
DE 132.21 usec
TE 0.0 K

D1 1.00000000 sec
MCREST 0.00000000 sec
MCWRK 0.01500000 sec
s=s===== CHANNEL f1 ========
NUC1 14

Pi 5.00 usec
PLY -2.00 dB
SFO1 300.1318000 MHz

F2 - Processing parameters

SI 32768
SF 300.1300076 MHz
WOW EM
55B 0
LB 0.30 Hz
GB 0
pPC 1.00

1D NMR plot parameters

cX 22.00 cm

cY 10.38 cm

FiP 8.000 ppm

F1 2401.04 Hz

F2pP 1.000 ppm

F2 300.13 Hz
PPMCM 0.31818 ppm/cm
HZCM 95.49591 Hz/cm
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Solvent: CD;0D

Current Data Parameters

MHz
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NAME GL145c13
EXPNO 1
™ oY ~t [a2] gy m N~ Mo O~ O o PROCNO !
[o)] - od ~t ™~ o w T O W oo o - M 89}
~ (9] s8] ~ O~ OO NOMN< w s
m 8 2 A.. 5 53 719999888 0 F2 - Acquisition Parameters
a o N~ <r l3e} NN OUDY YNNI I o Date_ 20070530
= T - 5 Time 21.27
AcO INSTRUM dpx300
PROBHD 5 mm B8O BB-1H
PULPROG zgdc
@] 1 OH - 65536
/ SOLVENT cbcl13
~ NS 1127
HO OH DS 0
. SWH 26455.027
(+)-Gabosine D (4) FIDRES 0.403672
AQ 1.23B6804
AG 10321.3
DW 18.900
DE 6.00
T TE 0.0
D1 1.00000000
d11 0.03000000
MCREST 0.00000000
MCWRK 0.01500000
======== CHANNEL f1 ====
NUC1 13C
P1 3.00
PL1 ~6.00
SFO1 75.4745111
======== CHANNEL f2 ====
; CPDPRG2 waltz1b
NuC2 H
PCPD2 100.00
PL2 120.00
PL12 19.00
SFO2 300.1315007
f2 - Processing parameters
51 65536
SF 75.4676436
WOW EM
SSB 0
LB 3.00
GB 0
PC 1.40
_ ] | 10 NMA plot parameters
Cx 23.00
cY 5.00
F1P 220.000
F1 16602 .88
F2p -10.000
F2 -754.68
________ﬂA__ﬂ___a___________________________________1____4_~_~a__4a__________________________A________J_________AJ__anﬂZ QOOOOOO
ppm 200 180 160 140 120 100 80 B0 40 20 0 HZCM 754 67645

Hz/cm
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Current Data Parameters

NAME 6GL148-h1
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters

Date_ 20070606
Time 18.45
INSTRUM dpx300
PROBHD 5 mm BBO BB-1H
PULPROG 29

0 32768
SOLVENT Me0D

NS 8

Ds 0

SwH 5402.485 Hz
FIDRES 0.164871 Hz
AQ 3.0327284 sec
RG 181

Dw 92.550 usec
DE 132.21 usec
TE 0.0 K

D1 1.00000000 sec
MCREST 0.00000000 sec
MCWRK 0.01500000 sec
======== CHANNEL f1 =s=======
NUC1 1H

P1 5.00 usec
PL1 -2.00 dB
SFD1 300.1318000 MHz

F2 - Processing parameters

SI 32768

SF 300.1300076 MHz
WOW EM
55B 0

LB 0.50 Hz
6B 0

PC 1.00

iD NMR plot parameters

CX 22.00 cm

cY 10.76 ¢m

FipP 8.000 ppm

F1 2401.04 Hz

F2P 2.000 ppm

F2 600.26 Hz
PPMCM 0.27273 ppm/cm
HZCM 81.85364 Hz/cm
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Solvent: CD;0D

Current Data Parameters

NAME GL14B-c13
EXPNO 1
w o N YT OMNN®DYT O WN @ PROCNO !
™~ ™ m AN S)] o)y~ 1D W oo o <« M
w [sslma)] ~— 0 O N O N O M~ -
= o - o BE ~oo oo o oo @ F2 - Acquisition Parameters
a (o)} ~ ™M N~ DD S TS IS Date_ 20070606
T T T Time 18.52
INSTRUM dpx300
HO / \ / \ — PROBHD 5 mm BBO BB-1H
PULPROG zgdc
O «QOH 0 65536
SOLVENT CDC13
. NS 140
HO OH 0s 0
SWH 26455.027 Hz
: FIDRES 0.403672 Hz
m (+)-Gabosine E (5) , A8 1.2386804 sec
N RG 5792.6
g DW 18.900 usec
€ DE 6.00 usec
T s : bbb g enorsagrsip o et L Ao gt T 0.0 K
(@] D1 1.00000000 sec
ks d11 0.03000000 sec
mw MCREST 0.00000000 sec
.w MCWRK 0.01500000 sec
w
= z======= CHANNEL f1 ========
) NUC1 13C
n% P1 3.00 usec
_m PL1 -6.00 dB
= SFO1 75.4745111 MHz
@
MF ™ S A Bt AN 2 A ki N JALA vy AL AA A i A el Fens devan ik AR Lioa al Lisde N FYIRTOR I o " i ey A Jal "t Ak bda fada. A A .5.%&%1% sE====ss OI>sz_l ﬁm SEEEEEES
m1 N T R R e ' o kb b bt Ik i CPDPRG2 waltz16
w NUC2 iH
i’ PCPD2 100.00 usec
W pL2 120.00 dB
PL12 19.00 dB
SFO2 300.1315007 MHz
F2 - Processing parameters
SI 65536
SF 75.4676448 MHz
WDW EM
SSB 0
LB 2.50 Hz
GB 0
pC 1.40
Mty hrl.i Pkl A Aot A et T i s kA v PRV I IRTE TN FRVIROC Y Ry PRI VTV 10 NMR plot parameters
(9 23.00 cm
cY 5.00 cm
F1P 220.000 ppm
F1 16602.88 Hz
FapP -10.000 ppm
ﬁﬁAAJ..__ﬂ-ﬂ~___________.__d____a________________ﬁ____._________________1_4~4________.____‘_a___________________q~__WWZﬁZ QOVNMOMWHME\HUE

ppm 200 180 160 140 120 100 80 60 40 20 0 HZCM 754 67645

Hz/cm
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Current Data Parameters

NAME GL154-n1
EXPNO 1
PROCNGO 1

Fe - Acquisition Parameters

Date_. 20070709
Time 10.17
INSTRUM dpx300
PROBHD 5 mm BBO BB-1H
PULPROG s}
0 32768
SOLVENT MeQD
NS 8
bs 0
SWH 5402 . 485
FIDRES 0.164871
AQ 3.0327284
A6 228.1
oW 92.550
DE 132.21
TE 0.0
D1 1.00000000
MCREST 0.00000000
MCWRK 0.01500000
======== CHANNEL f1 ====
NUCH 1H
P1 5.00
PL1 -2.00
SFO1 300.1318000

F2 - Processing parameters

ST 32768
SF 300.1300078
WOW EM
558 0
LB 0.50
GB 0
PC 1.00

10 NMR plot parameters

CX 22.00
Cy 10.66
F1pP 7.500
F1 2250.98
F2pP 1.000
F2 300.13
PPMCM 0.29545
HZCM 88.67478
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Current Data Parameters
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NAME 6L154-c13
EXPNO 1
[sn} [as] [su} ~NOo M YWD T O W ™~ PROCNOD 1
[qV] [8)] jia] n o <T WL o O M (s} .
= ~ 9 [on] o o)y T [on RN Tn BN VNN o) B o SN SRS N _ .
= O . ...D _.U 3 7 9 9 9 DU DD B 8 5 Fe Acquisition Parameters
o o ¥ ™ ~NM~N 0 NN S SN SNYTY - Date_ 20070709
o T T Time 10.22
INSTRUM dpx300
PROBHD 5 mm BBO BB-1H
PULPROG zgdc
0 65536
SOLVENT K]
(0] Mels! NS 341
I DS 0
2 " SWH 26455.027
m P HO OH FIDRES 0.403672
o8 AQ 1.2386804
59 ~ : ARG 10321.3
2 m (+)-Gabosine A (12) o 18 900
e DE 6.00
m .m.zr.f# WA AR AP oA A i S A P el AN T AT Ay A A A A b Ay by AN Sy ianadebeaows T 0.0
o0 D1 1.00000000
w 5 11 0.03000000
o mw MCREST 0.00000000
< S MCWRK 0.01500000
2n
O% ======== CHANNEL f1 ====
= >
Lo NUC1 13C
%wnv P1 3.00
we PL1 -6.00
RO SF01 75.4745111
iy
T = b ======== CHANNEL f2 ====
=g YA CPOPRG2 waltz16
£3 NUC2 1
wmumw PCPD2 100.00
£ S pL2 120.00
2 pLI2 19.00
=) SF02 300.1315007
wn
F2 - Processing parameters
S1 65536
SF 75.4676435
WOW EM
SSB 0
LB 2.50
68 0
PC 1.40
1 L - 10 NMR plot parameters
Cx 23.00
cy 5.00
Fip 220.000
Fi 16602.88
Fap -10.000
F2 -754.68
—,_____ TIrrT _ L L AL B __Jﬂ_a______ L N O R B | __ T T 1T _d_ T 11T 1r1rrri _ T T 1T 17T __d_ rvr1rrr1rrrrr¥y _ T TrTrvrrrrro __ TT T 1T 1PV 1 1T _ T T rTrTTFET ___~ T __vnznz “_OOOOOO
ppm 200 180 160 140 120 100 80 60 40 20 0 HZCM 754 57645

Hz/cm
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Current Data Parameters

NAME GlL44data
EXPNO 1
PROCNO 2

F2 - Acquisition Parameters

Date_ 20050521

Time 13.29
INSTRUM dpx300
PROBHD 5 mm BBO BB-1H
PULPROG 29

R3] 32768
SOLVENT CDC13

NS 8

DS 0

SWH B392.806 Hz
FIDRES 0.274439 Hz
AQ 1.B219508 sec
RG 181

ow 55.600 usec
DE 79.43 usec
TE 296.2 K

D1 1.00000000 sec
MCREST 0.00000000 sec
MCWRK 0.01500000 sec
sz======= CHANNEL f] ==s======
NUC1 1H

P1 5.00 usec
PLY -2.00 dB
SFO1 300.1312000 MHz

F2 - Processing parameters

SI 32768
SF 300.1300063 MHz
WDW EM
558 0
LB 0.30 Hz
GB 0
pC 1.00

1D NMR plot parameters

CX 22.00 cm

cY 11.81 cm

F{pP 8.500 ppm

F1 2551.10 Hz

F2pP ~0.500 ppm

F2 -150.07 Hz
PPMCM 0.40909 ppm/cm

HZCM 122.78046 Hz/cm
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Current Data Parameters

NAME Gl44c13
EXPNO 1
w oo -~ 0J ~ T OO O 0 m o N M~ PROCNO 2
(] < [en i lNe)) N O M~ O O~ IO M~ M ~ M <
3 ™~ w e wm OO NNND - 0N m oo F2 - Acquisition Parameters
e 3 Z S RRRRBbwow 992 & afc Date_ 20050520
h < = Time 11.31
INSTRUM dpx300
PROBHD 5 mm BBO BB-1H
PULPROG zgdc
0 65536
SOLVENT €oc13
NS 882
DS 0
SHH 26455.027 Hz
mm FIDRES 0.403672 Hz
I AQ 1.23B6804 sec
2 RG 2896.3
m D 18.900 usec
o DE 6.00 usec
A A A AN Bopa T A AT A g A A AP S g AN ST s A oo TE 297.2 K
5 : D1 1.00000000 sec
> 11 0.03000000 sec
2 MCREST 0.00000000 sec
3 MCHRK 0.01500000 sec
=
2 ======== CHANNEL f{ ========
¥ NUC1 13C
m P1 3.00 usec
= pL1 ~6.00 OB
WW SFO1 75.4745111 MHz
© s======= CHANNEL f2 ========
PR T RSTTY T oL " TR PRV TR Y TR PP
w:a V WA SRRy M nr T A CPDPRG2 waltz16
= NUC2 iH
= PCPD2 100.00 usec
= pL2 120.00 dB
PL12 19.00 dB
SFO2 300.1315007 MMz
F2 - Processing parameters
SI 65536
SF 75.4677141 MHz
WO EM
SSB 0
LB 3.00 Hz
68 0
= PC 1.40
N A P AN b A b, syt bt mt rarL bl Nkt 1D NMR plot parameters
CX 23.00 cm
cy 4.00 cm
F1pP 220.000 ppm
F1 16602.90 Hz
F2p -10.000 ppm
F2 -754.68 Hz
_________.______________—~____-____________________________4_~1-4_____~___________4_______________._dﬂ______dﬂj_.__vnznz HOOOOOOUUE\”E
ppm 200 180 160 140 120 100 80 60 40 20 0 H7CM 754 67712 Hz/cm
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o OOM—I0NN OO0 MNMSMNM--—- N W0 OO -~ O ~ Current Data Parameters
e Ta] T ONNO~NOIND MO0 ~NDMNO WM Do 00 Mmoo m o~
= o T T AT MM et OO0 0INT I I N ON T NN D o o NAME GL141-h1
= ™~ NN T I T TIT I ITITITTIOMMMOMM B = oo EXPNO 1
/\ ,/f\ PROCND 1
F2 - Acquisition Parameters
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Date_ 20070521
Time 11.14
INSTRUM dpx300
PROBHD 5 mm BBO BB-1H
PULPRGG 29
™ 32768
SOLVENT coc13
HVyA NS 8
«OTBS DS 0
SWH 4803.074 Hz
FIDRES 0.146578 Hz
AQ 3.4111989 sec
D RG 128
MeO' —OMe b 104.100 usec
DE 148.71 usec
TE 0.0 K
14 D1t 1.00000000 sec
MCREST 0.00000000 sec
MCWRK 0.01500000 sec
z=z===== CHANNEL f{ ========
NUCA 1H
P1 5.00 usec
PL1 -2.00 dB
SFO1 300.1318000 MHz
F2 ~ Processing parameters
SI1 32768
SF 300.1300060 MHz
WOW EM
558 0
LB 0.50 Hz
GB 0
PC 1.00
10 NMR plot parameters
CX 22.00 cm
| L) bl i
1 ;L . J F1P 8.500 ppm
Fi 2551.10 Hz
Fep -0.500 ppm
3 2 85ls 3| [ S(s(el8) (8 2|2 oo 120009 oo
[y = 2L Sis BIRIgI8 @ IS PPMCM 0.40909 ppm/cm
3 o clflo|e e e oloio|ol o = HZCM 122.78046 Hz/cm
S =) ol —foy —| |w mjmim|m o m|m

_____________.____4__.______~____________Awa_d__________________________________A___a_______

ppm 8 7 6 5 4 3 2 1 0
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Current Data Parameters

NAME 6L141-c13
EXPNO 1
o o ™M 0 DW= MM M m o)y 3~ M W) W ;I.OUDODZD 1
o m ™~ w0 OO~ ~— < U © QO = O M oYy 3O [«=Xiy]
(s8] w i o o) T O O W) < w10 m oy ~ MW oo ~ 0y L
= = - o o A S R S 6o o o < < (2 Acauisition Parameters
Q. ™ o o o0 NI~~~ O WWw o T < N o — v 1 Date_ 20070521
- = Time 11.21
INSTRUM dpx300
PROBHD 5 mm BBD BB-1H
PULPROG zgdc
i} 65536
SOLVENT COC13
NS 335
DS 0
SWH 26455.027 Hz
> 14 FIDRES 0.403672 Hz
S AQ 1.2386804 sec
Q RG 5792.6
..W, DwW 18.800 usec
IS DE 6.00 usec
g , , TE 0.0 K
O D1 1.00000000 sec
k) d11 0.03000000 sec
2 MCREST 0.00000000 sec
I} MCWRK 0.01500000 sec
@
T ======== CHANNEL f1 ========
) NUC1 13C
Dam P1 3.00 usec
= PL1 -6.00 B
S SFO1 75.4745111 MHz
>
= | LU | i : ottt gy 777 CHANREL 12 <=zmeees
ok bk n TR N ik " R YA PRI (VO TR SO n Manab il » ey
E}gztf:%}.}}é " T PP Aaalai Sl e e D L L e L e W OOPRG2 waltz16
3 _ NUC2 1H
i’ pcPD2 100.00 usec
£ pL2 120.00 08B
PL12 19.00 dB
SF02 300.1315007 MHz
F2 - Processing parameters
sI 65536
SF 75.4677429 MHz
WDW EM
SSB 0
LB 2.00 Hz
6B 0
PC 1.40
RN AT AN o A A A Ao e e F...F,A ._ Prmadipehiy ,;.;_,..L_sﬁ,_afu SN 1 T SRTI BRSSP RRPRRTRTSTISN Y b Sk i ) NMR plot parameters
CX 23.00 cm
cYy 4.00 cm
Fip 220.000 ppm
F1 16602.90 Hz
F2P -10.000 ppm
F2 -754.68 Hz
____________________________________ql____________________________________________1_\41—‘__~_______________________—____vnznz »OOOOOOUUE\”B
ppm 200 180 160 140 120 100 80 60 40 20 0 HZCM 75467712 Hz/cm
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3 > 3> S o ~
g Q¥ O Mo @ oo NAME 6L142-n1
o ~ - - O oo EXPND 1
/ ‘ /\ PROCNO 1
‘ ﬂ\; F2 - Acquisition Parameters
Date_ 20070523
Time 16.02
INSTRUM dpx300
PROBHD 5 mm BBO BB-1H
PULPROG 79
0 32768
SOLVENT coC13
NS 16
DS 0
SWH 4803.074 Hz
FIDRES 0.146578 Hz
AQ 3.4111989 sec
RG 362
Du 104.100 usec
DE 148.71 usec
15 TE 0.0 K
D1 1.00000000 sec
MCREST 0.00000000 sec
MCWRK 0.01500000 sec
======== CHANNEL f1 ========
NUC1 1H
P1 5.00 usec
pL1 -2.00 dB
SFO1 300.131B000 MHz
F2 - Processing parameters
SI 32768
SF 300.1300063 MHz
WDW EM
SSB 0
LB 0.50 Hz
GB 0
PC 1.00
1D NMR plot parameters
Cx 22.00 cm
ik JU N A
I\ L . i} F1P 8.500 ppm
Fi 2551.10 Hz
Fep -0.500 ppm
5 2 e P I = = e I R 215 (8 3 = 0. 20309 op
5, - olw|o S22 -~ o ST =2 ey PPMCM 0.40909 ppm/cm
2 < cie|o ojelo o o oje [ ol HZCM 122.78046 Hz/cm
______-_____1_______-___-__________.___________d_____________________—_________ﬁ_._..____.J_

ppm 8 7 5] 5 4 3 2 1 0
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Current Data Parameters

NAME
EXPNO
PROCND

77.922
77.701
77.498
77.075

— 72.668

= ©69.838
68.382

66.470
64.713
48 .353
48.149
26.275
18.825
18.279
18.103
-4.150
-4.243

ppm

Date_
Time
INSTRUM
PROBHD
PULPROG
0
SOLVENT
NS

DS

SWH
FIDRES

>o
RG
Dw
DE
LA TE
D1
dit
MCREST

MCHWRK

139.838
—125.323

__— 99.611
T T~— 99,091

L -....__._.-_._.....:;ri_
Madodibidd chul L b L)

3
3

kil b A A " "

CPDOPRG2
NUC2
PCPD2
PL2
PL12
5F02
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51
SF
WDW
SSB
LB
GB
pC

.

ey Y "

o

cx

cY
F1P
F1
Fop
F2
bpMCM
HZCM

_______JJqqa____.______________________.______________.~_________1_‘_______a______qa_____41____________.______u___.__

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

GL142-c13
1
1

20070523
16.50
dpx300

5 mm BBO BB-1H
zgdc

65536
CDC13

1230

0
26455.027
0.403672
1.2386804
5792.8
18.300
6.00

0.0
1.00000000
0.03000000
0.00000000
0.01500000

-6.00
75.4745111

CHANNEL f2
waltz16

1H

100.00

120.00

18.00

300. 1315007

65536
75.4677129
EM

1D NMR plot parameters

23.00
5.00
220.000
16602 .90
-10.000
-754.68
10.00000
754.67712

F2 - Acquisition Parameters

F2 - Processing parameters

MHz

Hz

cm
cm

ppm

Hz

ppm

Hz
ppm/cm
Hz/cm



ppm

Supplementary Material (ESI) for Organic & Biomolecular Chemistry
This journal is (c) The Royal Society of Chemistry 2009

7.260

5.473
5.468
5.454

v

4.129
4.113
4.098

NN

n
oM
o
<

m
o
o
¥

3.975
3.455

o)
T
4
3

3 421

3.252
3.240
3.227

1 780

.308
1 292
1.282
1.260
1.249
0.902

0.889
0.879

0.870
0.850

0.096
0.084

0.073
0.061
0.051

SN2\ 2

HO™
MeO:

A L? LL,: Er S
— o << n{olo -~ ol [t} ~irs
o o 3|y ~ WD m ~|o w < O
5 o < | = = =1 Iie] olo| | =
@ o [an} New] OO0 [ewd oo o OO
S < -]y ~|mfm ™ colm o m|m
T _ T T F 17 F °© T T _ L L L L L L L _ LI L L L T _ L L L L _ L L L DL B S DL L _1—1_ T T T T LI _ R L A D L L L _ T T r ri LR DL _ 7T 1T 17
ppm 8 7 6 5 4 3 2 1 0

Current Data Parameters

NAME GL1521~h1
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters

Date_ 20070608

Time 18.12
INSTRUM dpx300
PROBHD 5 mm BBO BB-1H
PULPROG 45}

0 32768
SOLVENT CDC13

NS 32

0s 0

SWH 9402.485 Hz
FIDRES 0.164871 Hz
AQ 3.0327284 sec
RG 362

DW 92.550 usec
DE 132.21 usec
TE 0.0 K

D1 1.00000000 sec
MCREST 0.00000000 sec
MCWRK 0.01500000 sec
======== CHANNEL f{ ========
NUC1 1H

Pl 5.00 usec
PL1 -2.00 dB
SF01 300.1318000 MHz

F2 - Processing parameters

SI 32768
SF 300.1300064 MHz
WoW EM
558 0
LB 0.30 Hz
GB 0
PC 1.00

1D NMR plot parameters

CX 22.00 cm

CY 10.62 cm

Fip B.500 ppm

F1 2551.10 Hz

F2P -0.500 ppm

F2 -150.07 Hz
PPMCM 0.40903 ppm/cm

HZCM 122.78046 Hz/cm
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Current Data Parameters

NAME GL152-c13
EXPNO 1
< [fa] < ™ M oMWW < @~ o @ O N OO w o PROCNO 1
< o ~ M A OY I~ P~ D~ 0~ [e3Nes] O T T 0 [QVI el
(03] ~ mn o O N O Wwo wr~ MmO ) <~ O M <= ~ 0u
g ~ < o o ~ i~ oo oo o o o o © © © < < F2 - Acquisition Parameters
o ™ o o o NSNS NN DO T < VIR R e p— v+ Date_ 20070604
T T Time 19.09
INSTRUM apx300
HO" ~OTBS /\ / \ f PROBHD 5 mm BBD BB-1H
., PULPROG 2g9dc
Fe 0 65536
Q 0 SOLVENT CDC13
NS 880
DS 0
SWH 26455.027 Hz
o) 17 FIDRES 0.403672 Hz
S A8 1.2386804 sec
mw RG 2580.3
5 Dw 18.900 usec
€ DE 6.00 usec
g s K iy el " oL AN AR M AR A A AR A , TE 0.0 K
mw D1 1.00000000 sec
w. 011 0.03000000 sec
T MCREST 0.00000000 sec
S MCHAK 0.01500000 sec
1)
I ======== CHANNEL 1 ========
8 NUCH 13C
p P1 3.00 usec
= PL1 ~6.00 d8
= SFO1 75.4745111 MHz
St s ¥ v At ¥ w f " W I At el oy CPDPRG2 waltz16
3 NUC2 H
w PCPD2 100.00 usec
= PL2 120.00 a8
PLI2 19.00 dB
SF02 300.1315007 MHz
F2 - Processing parameters
51 65536
SF 75.4677125 MHz
WOW EM
SSB 0
LB 2.50 Hz
GB 0
ﬁ PC 1.40
v Pivntedias vy i mpi . AN por el NP A i _. A pipriebiiesoh e ‘r.ii._r% F\._.._.! by il ? e P 1D NMR plot parameters
CX 23.00 cm
cy 3.50 ¢cm
F1p 220.000 ppm
F1 16602.90 Hz
Fap -10.000 ppm
_._____a______.__lﬂ_-—_______4_________1______._..____.______4—_._____1_4_________~_____,__.____A______________~______MWZOZ QONNMOMWMME\AUB

ppm 200 180 160 140 120 100 80 60 40 20 0 HZCM 754.67712 Hz/cm
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o Mo Mmoo, M~ T MINDMON «— (O W N OMODN~ OO MO o w Current Data Parameters
w T M d L Y S 2T @ B N N . N v B &) B B ] OO WO~ MO W N o
W oJ [ToRNTo Mo NNTe)] NN MMMMoDo WO~ U DM MMM NN OD o~ NAME GL153-n1
a ~ 00w o TTTTTTOO MM O M R = o o EXPND 1
PROCNOD 1
L\ // //\\ /\\ /\ < //\\ \ /\ F2 - Acquisition Parameters
Date_ 20070606
Time 18.23
INSTRUM dpx300
PROBHD 5 mm BBO BB-1H
PULPROG 9
0 32768
SOLVENT CDC13
w NS B
IS DS 0
> SWH 5402.485 Hz
..& FIDRES 0.164871 Hz
E AQ 3.0327284 sec
2 AG 71.8
o oW 92.550 usec
° DE 132.21 usec
..W \_m TE 0.0 K
9 D1 1.00000000 sec
n MCREST 0.00000000 sec
I MCWRK 0.01500000 sec
[e)
P =e====== CHANNEL f1 ========
= NUC1 1H
o P1 5.00 usec
e PLI -2.00 08
5 SFO1 3001318000 MHz
£
w F2 - Processing parameters
@ sI 32768
= SF 3001300064 MHz
WDW EM
S5B 0
LB 0.50 Hz
GB 0
eC 1.00
10 NMR plot parameters
CX 22.00 cm
:r CC cy 11.67 cm
oo A A 0 L F1p 8.500 ppm
Fi 2551.11 Hz
F2pP -0.500 ppm
~ o o o < @~ oy i) o) | F2 -150.07 Hz
g S 9 o @ SR Q jud R B Y I PPMCM 0.40308 ppm/cm
et o o o <« oo o oo o oo HZCM 122.78047 Hz/cm
= — ~— ~ ~ mim m MM [e)] mjm

_____________.___A-A_____ﬁ_____._____Jda___Ja__4_~_____________da__d_______w________\______

ppm 8 7 6 5 4 3 2 1 0
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ppm

—195.580

140.299
136.607

Al

__—100.101
T T~— 99.637

77.923
77.500

T T~— 77.077

__— 69.933

_T— 69.162

66.277

48.471
48.300

— 26.181

18.830
18.072
17.991
16.104

-4.213
-4.278

4

ey

vl Ty rintrly

LA e L)

[Py
Yol et
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Current Data Parameters

NAME GL1533-c13
EXPNO 1
PROCND 1

F2 - Acquisition Parameters

Date_ 20070606
Time 18.28
INSTRUM dpx300
PROBHD 5 mm BBO BB-1H
PULPROG zgdc
0 65536
SOLVENT CbCi13
NS 222
0s 0
SWH 26455.027
FIDRES 0.403672
AQ 1.23B86804
RG 1148.4
OW 18.800
DE 6.00
TE 0.0
b1 1.00000000
d11 0.03000000
MCREST 0.00000000
MCWRK 0.01500000
======== CHANNEL f1 ====
NUC1 13C
p1 3.00
PL1 ~6.00
SFO1 75.4745111
======== CHANNEL f2 ====
CPDPRG2 waltz1b
NUC2 1H
pCPD2 100.00
PL2 120.00
pL12 19.00
SF02 300.1315007

F2 - Processing parameters

S1 65536
SF 75.4677141
WOW EM
558 0
LB 2.50
GB 0
PC 1.40

1D NMR plot parameters

[ 23.00
cy 5.00
Fip 220.000
F1 16602.90
Fap -10.000
F2 -754.68
ﬁJuua_____‘.________________~—______A_A___AH—AAI—A_‘A_\‘_\I—___d.___‘_‘l—f___._____________________‘______1___________________J—_vvznz QCOOOOO
ppm 200 180 160 140 120 100 80 60 40 20 0 HZCM 754 67712

MHz

Hz

cm
cm

ppm

Hz

ppm

Hz
ppm/cm
Hz/cm
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7.260
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=

Integral

1.0000
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1.0507
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2.0662
1.0386

4.062

1.0896
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E
{

0.8247
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:
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Current Data Parameters

NAME GL143-h1
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters

Date_ 20070525

Time 16.53
INSTRUM dpx300
PROBHD 5 mm BBO BB-1H
PULPROG 4]

D 32768
SOLVENT CDhC13

NS 2]

bs 0

SWH 5402.485 Hz
FIDRES 0.164871 Hz
AQ 3.0327284 sec
RG 181

DOW 92.550 usec
DE 132.21 usec
TE 0.0 K

D1 1.00000000 sec
MCREST 0.00000000 sec
MCWRK 0.01500000 sec
s======= CHANNEL f1 ========
NUC1 1H

P1 5.00 usec
PL1 ~2.00 dB
SFO1 300.1318000 MHz

F2 - Processing parameters

SI 32768
5F 300.1300067 MHz
WOW EM
558 0
L8 0.50 Hz
GB 0
PC 1.00

1D NMR plot parameters

CX 22.00 cm

CcY 10.75 ¢cm

FiP 8.500 ppm

F1 2551.10 Hz

FapP ~0.500 ppm

Fe -150.07 Hz
PPMCM 0.40909 ppm/cm
HZCM 122.78046 Hz/cm
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Current Data Parameters

NAME 6L143-c13
EXPNO 1
< < o o o D MO O W =N T 0N [e3NTo RNy Mo W es] o r~ PROCNO 1
w < el [@XNeu] O M~NMM~NMO O wn T T O Oy I~ WO ~ M
[Ip] w [s2] wn o OO~ WLWMmMm W m < o <T ™~ 0O ~ U L
W - & ~ o o ~ i~ ~o oo m e < o @ G - oo o < < F2 - Acquisition Parameters
a ™~ m o o) e [ N N A 1o T i Te A Ta ¥ < SV VI i 1 Date_ 20070525
T T i Time 16.58
INSTRUM dpx300
/\ , \ \\ < / / A PROBHD 5 mm BBO BB-1H
PULPROG zgdc
D 65536
SOLVENT CDC13
NS 318
DS 0
SWH 26455.027 Hz
o) FIDRES 0.403672 Hz
S AQ 1.2386804 sec
7W_ RG 8192
o Ow 18.900 usec
S DE 6.00 usec
el ! ks 4 ; v . R . Ny . TE 0.0 K
© D1 1.00000000 sec
W. di1 0.03000000 sec
D MCREST 0.00000000 sec
.w MCWRK 0.01500000 sec
n
I ======== CHANNEL f1 ========
Dnuv NUC1 13C
© P1 3.00 usec
_m PL1 -6.00 d8
S SFD1 75.4745111 MHz
(2]
nlar.r FITE P rn Ry bkl ok S Lol ol s 1 ik Aaih e b bl Mk ) Ak il iy :u—r:..i_r Ly L ") "y A s el KVRR T TRT R WY} _hh:-} e Ll lt ) v bl At L) ol Y L—.ﬁ — Y Iaviiadh (s 4 14.1 FEEmsEes OIDsz—D ﬁm sEmEmess
S e s AP MiliieHortiy gt Mty et ianiig y e GAia ks tae Aotk Al A =y " CPDPAG2 waltz16
3 _< NUC2 1H
o PCPD2 100.00 usec
£ pL2 120.00 d8
PL12 18.00 dB
SF02 300.1315007 MHz
F2 - Processing parameters
SI 65536
SF 75.4677133 MHz
WOW EM
558 0
LB 3.00 Hz
GB 0
PC 1.40
e e u,.&.,sr%i...f: T T ﬂ,éﬁg{z Nty sty N ] 10 NMR plot parameters
CX 23.00 cm
cY 4.50 cm
FiP 220.000 ppm
F1 16602.90 Hz
FepP -10.000 ppm
F2 -754.68 Hz
____.__-__________1__—_______1_1~1_\4‘—J_~__—___________—_1_-_~__—______________‘______.__4__________._.___——________.*_~__vvznz HO«OOOOOUUE\GE

ppm 200 180 160 140 120 100 80 60 40 20 0 HZCM 754 67712 Hz/cm
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—7.260

__—6.755
TT~—6.735

4.787
4.768
4.751
4.463
4.452
4.444
4.432
3.885
3.873
3.848
3.837
3.239
3.221
2.079

AcO

o ~0OTBS

1.298

N1 244

__—0.924
" T™S—0.897

___—0.156
T~—0.119

20
~ o o — © ol o aulm ™~ < |
© =) ™~ < %) ~|{o s} oM ~ 0|
& o o8] g ™M m|m e <[~ ~ wla
g S St |2 = S|e S sl=| |2 S|e
S -~ ™ ~ -~ mlm ™ m{m o m|m
-____—_____—_—___________—__________._____.________._________—______——______-_________n____
ppm 8 7 B 5 4 3 2 1 0

Current Data Parameters

NAME 6L144-n1
EXPND 1
PROCND 1

F2 - Acquasition Parameters

Date_ 20070530
Time 20.16
INSTRUM dpx300
PROBHD S mm BBO BB-1H
PULPRDG 29
D 32768
SOLVENT CDC13
NS 8
DS 0
SWH 5402 .485
FIDRES 0.164871
AQ 3.0327284
RG 228.1
DW 92.550
DE 132.21
TE 0.0
01 1.00000000
MCREST 0.00000000
MCWRK 0.01500000
======== CHANNEL f] ====
NUC1 1H
P1 5.00
PL1 -2.00
SFO1 300.1318000

usec
aB
MHz

F2 - Processing parameters

SI 32768
SF 300.1300064
WOW EM
558 0
LB 0.50
GB 0
PC 1.00

1D NMR plot parameters

CX 22.00
CcY 11.33
FiP 8.500
F1 2551.10
F2p -0.500
F2 -150.07
PPMCM 0.40909
HZCM 122.78046

MHz

Hz

cm
cm

ppm

Hz

ppm

Hz
ppm/cm
Hz/cm
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Current Data Parameters

NAME 6L144-¢13
EXPND 1
< = ~ oy ™M™ O W= N WW = T [so = T @ m oD ~ r~ PROCNO 1
[Iy] ~r o w0 m O N O O~ MM O @D ~ O o Wwom <= I M~ ~—
= o o e o o~ @ oMo ®o oMo 0o T oo o M s e tion P
Q ™ =} SR ¢ o oM NSNS OO0 o o O W = o~ v < quisition Parameters
Q o) ~ < ™ S o NN~~~ OO WD < M 0 QU o~ =~ 1 1 Date_ 20070530
n T T T T Tame 21.00
w \\ /\x \\ f f f \ INSTRUM dpx300
PROBHD 5 mm BBO BB-1H
>OO PULPROG zgdc
i) 65536
SOLVENT coCc13
NS 935
DS 0
SWH 26455.027 Hz
o FIDRES 0.403672 Hz
I AQ 1.23B6B04 sec
> RG 11585.2
@ oW 18.900 usec
£ , - DE 6.00 usec
<L _ W “ ) AR , , M , ; i , i TE 0.0 K
— D1 1.00000000 sec
2 d11 0.03000000 sec
ko] MCREST 0.00000000 sec
3 MCWRK 0.01500000 sec
%)
g =s====== CHANNEL f1 ========
& NUC1 13c
0] P1 3.00 usec
= PL1 -6.00 dB
© SFO1 75.4745111 MHz
)
© J _ , , ======== CHANNEL f2 =s=ss====
£ ! ko , , , R e , YWY cppPRG2 waltz16
k= NUC2 1H
Wm PCPD2 100.00 usec
[= pL2 120.00 dB
PL12 19.00 dB
SF02 300.1315007 MHz
F2 - Processing parameters
51 F5536
SF 75.4677129 MHz
WDW EM
SSB 0
LB 3.00 Hz
B 0
~ PC 1.40
i T N0y e._ praUr i o W _r AR it e el = T Eﬁ b Vet Mprvaeealiviey D NMR plot parameters
CX 23.00 cm
cY 4.00 cm
Fip 220.000 ppm
F1 16602.90 Hz
Fap -10.000 ppm
____________~______________w_._—_______.____________q\d‘_______________.___________________.____._‘_____a—_._A________mwznz Qowwmoww”wa\ﬁa

ppm 200 180 160 140 120 100 80 60 40 20 0 HZCM 754 67712 Hz/cm
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o O~ mom DO~NOWUODO—-YT WMOoO N~ D@ ~ O T~ WD [qVTSIN)] Current Data Parameters
= & TRBB ARITIELSIZEISLRITER T mANURD 3358 NAME 6L 146~N1
o
Q ~ OO IIIIITIITIOMMM®O M - oo o c oo EXPND 1

PROCND 1
L\ /f:/i\ /\N,\\ — /_\ /\ /v\ F2 - Acquisition Parameters
Date__ 20070530
Time 19.22
INSTRUM dpx300
PROBHD 5 mm BBO 8B-1H
PULPROG 9
TBSO 1] 32768
SOLVENT CoC13
NS 8
HO! 0s 0
SWH 5402.485 Hz
FIDRES 0.164871 Hz
AQ 3.0327284 sec
MeQOr )—= RG 228.1
DwW 92.550 usec
DE 132.21 usec
21 TE 0.0 K
D1 1.00000000 sec
MCREST 0.00000000 sec
MCWRK 0.01500000 sec
======== CHANNEL f] ========
NUC1 iH
P1 5.00 usec
PL1 -2.00 dB
SFO1 300.1318000 MHz
f2 - Processing parameters
51 32768
SF 300.1300062 MHz
WDW EM
558 0
LB 0.50 Hz
GB 0
PC 1.00
1D NMR plot parameters
/rr Cx 22.00 cm
Cy 11.33 cm
A ? M A R Lf) F1P 8.500 ppm -
F1 2551.10 Hz
F2p -0.500 ppm
7 3 2i2|2 sglsl | 25 (SR ([&@R o 0 20008 ne
< 3 IS 21918 > AR R R BIYS PPMCM 0.40909 ppm/cm
b o —|o|o ol|lo|o o o|o| jolo ololo HZCM 122.78046 Hz/cm
S ~ | == —|m|e o m|m| jolo m|o|m
_TJ_ﬁq____a__________1—___—___________~d_.____-_______~____..4______.__________________—~__

ppm 8 7 5) 5 4 3 2 1 0
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Current Data Parameters

NAME GL146-c13
EXPND 1
< ~ = i~ MO~ < @— <=~ OQ MmN o ™ o w PROCND 1
— o ~ r~ MO M~NDWL—=MmN ON ~ UM ol 0 o o
1 o n o oo Mo T -~ M < M QO M - — M o .
g o - o o M e e o oo < ©o 66 oo o < < < 2 - Acquisition Parameters
a < [qY] o o, N~~~ 0o < < U o~ — 1 1 1 Date_ 20070530
- 'y Time 19.49
INSTRUM dpx300
PROBHD 5 mm BBO BB-1H
PULPROG zgdc
m 65536
SOLVENT CDC13
N3 921
DS 0
21 SWH 26455.027 Hz
o FIDRES 0.403672 Hz
8 AQ 1.23B6804 sec
q RG 4597 .6
.m, DW 18.900 usec
s DE 6.00 usec
3l | ! i U ' L R ) TE 0.0 K
© D1 1.00000000 sec
o di1 0.03000000 sec
mw MCREST 0.00000000 sec
.w MCWRK 0.01500000 sec
w
WW ======== CHANNEL f] ========
Dnnv NUC1 13C
° P1 3.00 usec
= PL1 -6.00 B
D SFo1 75.4745111 MHz
@
= ' , ======== CHANNEL f2 ========
g < L CPOPRG2 waltz16
3 NUC2 1H
‘@ PCPO2 100.00 usec
W PL2 120.00 dB
PL12 19.00 dB
SF02 300.1315007 MHz
F2 - Processing parameters
SI 65536
SF 75.4677125 MHz
WOW EM
558 0
LB 3.00 Hz
G8 0
_ :Py P PC 1.40
F T TR ST S P TP PVEen A F:L Pivhsgnpnk 7 dopsinieby ........= Ao ;As;f.: Wb wits ;:»—.. Ao s vt e D NMR plot parameters
CX 23.00 cm
cy 4.00 cm
F1P 220.000 ppm
F1 16602.90 Hz
F2P -10.000 ppm
F2 -754.68 Hz
____-Aﬁ—Jaw_________“_u_._______.—___..______1_‘_~___________dﬁ_____._-____________——________________________________TUZOZ »OOOOOOU_U:_\DE
ppm 200 180 160 140 120 100 80 60 40 20 0 HZCM 754.67712 Hz/cm
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Current Data Parameters

NAME GL147-ht
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters

Date_ 20070530

Time 18.29
INSTRUM dpx300
PROBHD 5 mm BBO BB-tH
PULPROG 29

0 32768
SOLVENT CDC13

NS 8

Ds 0

SWH 5402.485 Hz
FIDRES 0.164871 Hz
AQ 3.0327284 sec
RG 114

DW 92.550 usec
DE 132.21 usec
TE 0.0 K

D1 1.00000000 sec
MCREST 0.00000000 sec
MCWRK 0.01500000 sec
======== CHANNEL f1 ========
NUC1 1H

P1 5.00 usec
PL1 -2.00 0B
SFO1 300.1318000 MHz

F2 - Processing parameters

51 32768
SF 300.1300062 MHz
WOW EM
558 0
LB 0.50 Hz
GB 0
PC 1.00

1D NMR plot parameters

CX 22.00 cm

Ccy 11.48 cm

F1P B.500 ppm

F1 2551.10 Hz

FapP -0.500 ppm

F2 -150.07 Hz
PPMCM 0.40909 ppm/cm
HZCM 122.78046 Hz/cm
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Current Data Parameters

NAME
EXPNO
PROCNO

77.827
77.503
- —— 77.080
60.029
48.536
48.336
26.325
26.158
18.845
18.761
18.077
18.012
-4.252
4.322
-4.911
4.942

ppm

I Date_
Time
INSTRUM
PROBHD
PULPROG
0
SOLVENT
NS
DS
SWH
FIDRES
AR

22 vi RG

) PN

184.815

__—100.219
~ T~ 99.735

_|

3]

»

O
__——139.370
TT~—138.713

TE

D1

d11
MCREST
MCWRK

TR

NUC2
PCPD2
PL2
PL12
SF02
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SI
SF
WOW
558
LB
GB
PC

" :f e

CX

cy
Fip
F1
Fop
F2
bpuMey
HZCM

____q______.._.__“______.___________~_______4___~____1__________________________.__________

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

______q—___._____________

g CPDPRE2

CHANNEL f2

GL147-c13
1
1

20070530
19.14
dpx300

5 mm BBO BB-1H

zgdc

65536
CcDC13

972

0
26455.027
0.403672
1.2386804
4597.6
18.800
6.00

0.0
1.00000000
0.03000000
0.00000000
0.01500000

-6.00
75.4745111

waltz16
iH
100.00
120.00
19.00

300.1315007

65536
75.4677125
EM

10 NMR plot parameters

23.00
4.00
220.000
16602.90
-10.000
-754.68
10.00000
754.67712

-F2 - Acquisition Parameters

F2 - Processing parameters

MHz

Hz

cm

cm

ppm

Hz

ppm

Hz
ppm/cm
Hz/cm





