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General procedures S2

Melting points were measured with 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 (*3C).
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. Acetonitrile was freshly distilled from P,Os under nitrogen. 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 GLB1CD30D
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters

Date_ 20060615

Time B8.59
INSTRUM dpx300
PROBHD 5 mm BBO BB-1H
PULPROG 29

10 32768
SOLVENT MeQD

NS 4

DS 0

SWH B8982.806 Hz
FIDRES 0.274439 Hz
AQ 1.8218508 sec
RG 181

DW 55.600 usec
DE 79.43 usec
TE 0.0 K

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

P1 5.00 usec
PL1 -2.00 aB
SFO1 300.1312000 MHz

F2 - Processing parameters

SI 32768

5F 300.1300073 MHz
WOW EM
558 0

LB 0.30 Hz
6B 0

PC 1.00

10 NMR plot parameters

094 22.00 cm

Cy 10.37 cm

FipP B8.500 ppm

Fi1 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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Solvent: CD30D

Current Data Parameters

MHz
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NAME GLB1c13
EXPNO 1
I3} o = ~ O 0 oMW =~ O PROCND 1
-~ o ™M N« M 00 WOoOoO — i
0 o ™ <N =~ OCDIHNO ™~ — .
._W o @ _ o @ o . F2 - Acquisition Parameters
= 5] w0 [a¥] [ N LT T I T IV Date_ 20060615
- N = Time 9.04
INSTRUM dpx300
- ‘ A / PROBHD S mm 8BO BB-1H
PULPROG zgdc
0 65536
SOLVENT MeOD
NS 553
DS 0
SWH 22675.736
FIDRES 0.346004
AQ 1.4451188
RG 10321.3
DwW 22.050
DE 6.00
TE 0.0
D1 1.00000000
d11 0.03000000
MCREST 0.00000000
MCWRK 0.01500000
=s====== CHANNEL f} ====
NUC1 13C
P4 3.00
PLA -6.00
SFO1 75.4745111
Gabosine | (1) L ; emae= CHANNEL 2 ====
" - - CPDPRG2 waltzib
NUC2 1H
PCPD2 100.00
PL2 120.00
PL12 19.00
SF02 300.1315007
F2 - Processing parameters
SI 65536
SF 75.4676441
WOW EM
558 0
LB 3.00
GB 0
PC 1.40
— _ " PSRN - 10 NMR plot parameters
CX 23.00
cY 11.72
FipP 220.000
F1 16602 .88
F2P -10.000
F2 -754.68
ﬁ________dd__d_a_____—___.._—__A____._____—______.__—__i___.___________________‘____1__1________—___4___________—____.FUZOZ QO.OOOOO
ppm 200 180 160 140 120 100 80 60 40 HZCM 754 67645

Hz/cm
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Solvent: CD30D

MOOMHMOWLNUNNUNDMOON 9N —1W0OCMNOINDOITOD ON Current Data Parameters
= CMPODVDIT TN INOODYT MO DS~ OO @D NAME GLB2CD30D
& SoammaoOAoNE®IIMNSoLEnINMAMNN -
a VOOV IS TSI IITIITIITITITITOMMNMMMOMMMOO O U EXPNO 1
PROCNO 1
Z\ %\ /xx /\ /T\_X; < F2 - Acquisition Parameters
Date_ 20060621
Time 15.07
INSTRUM dpx300
PROBHD 5 mm BBO BB-1H
PULPROG 29
10 32768
SOLVENT Me0D
NS 4
0s 0
AcO SHH 8992.806 Hz
FIDRES 0.274439 Hz
AQ 1.8219508 sec
HOu- 0 A6 181
3 DW 55.600 usec
7 DE 79.43 usec
+¢mu nu*+ TE 0.0 K
. D1 1.00000000 sec
O@.UOM_DQ o ANV MCREST 0.00000000 sec
MCWRK 0.01500000 sec
======== CHANNEL f{ ========
NUC1 1H
P1 5.00 usec
PLY ~2.00 dB
SFO1 300.1312000 MHz
F2 - Processing parameters
SI 32768
SF 300.13000739 MHz
WowW EM
558 0
LB 0.30 Hz
GB 0
PC 1.00
1D NMR plot parameters
CX 22.00 cm
f cy 11.24 cn
_J F1p 8.500 ppm
Fi 2551.10 Hz
Fap -0.500 ppm
= " ~|o _,A.D = g @ mm -150.07 Hz
g P g o R S & PMCM 0.40909 ppm/cm
< o oo o o = © HZCM 122.78046 Hz/cm
S o —|o - -~ -~ ™
TﬁAa_______________-—________-_—_.___.__.____—_u___.____AA_____.__—__._..__1_~_________—_____
ppm 8 7 6 5 4 3 2 1 0
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Expanded spectrum of Gabosine G(2)
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Current Data Parameters

MAME GLB2CD3a0
EXPNG 1
PROCND 1

F2 - Acquisition Parameters

Date 20060621
Time 19.07
INSTRUM dpx300
PROBHD 5 mm BBO BB-1H
PULPROG g
1 32758
SOLVENT Me0D
NS 4
bs 0
SWH 8997 .806
FIDRES 0.274439
AG 1.82194508
RG 181
oW 55,600
DE 79.43
TE 0.0
Gi 1.00000000
MCREST 0.00000000
MCHRK 0.01500000
======== [HANNEL f] ====
NUC1 iH
P1 5.00
FL1 -2.00
SFO1 300.1312000

F2 - Processing parameters

51 32768
SF 300.1300079
WhW EM
558 0
L8 0.30
G8 0
PC 1.00

10 NMR plot parameters

Cx 22.00
Cy 30.23
Fip 5.100
F1 1530 .66
Fop 4 800
Fe 1440 .62
PPMCH 0.01364
HZCM 4.09268
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Expanded spectrum of Gabosine G(2)
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Current Data Parameters

NAME
EXPND
DROCND

GLBZ2CD300
1
i

F2 - Acquisition Farameters

Oate_
Time
INSTRUM
SROBHD
PULPROG
10
SOLVENT
NS

35

SHH
FIDRES
AQ

RG

OW

DE

TE

D1
MCREST
MEWRK

200560621
15.07
apx300

5 mm BBG BB-1H
79

32768

MelD

4

0

BOS2. BOG
0.27443%9
1.8219508
181

55,600
7G.43

0.0
1.00000000
0.00000000
0.01500000

5.00
-2.00
300.1312000

usec
daB
MMz

F2 - Processing parameters

SF
WOW
S5B
L8
GB
PC

32768
300.1300079
EM

0

0.30

0

1.00

10 NMR plot parameters

Cx
cy
F1P
F1
Fop

[

FPMCM
HZCH

22.00
11.24
6,200
1860 .81
5800
174075
0 01818
5 43580

MHZ

Hz
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cm

pom

Hz

pom

Hz
ppm/cm
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Solvent: CD30D

Current Data Parameters

NAME GLB2c13
EXPND 1
o ~ 0 e} g~ = Do ~mMO @ o PROCNOD 1
o 0 < I32] Mmoo, ST WWomo — M [Te]
- o n Te] m o< ~ oD N~ T T3] o
m o = _ o o @ o oo oo o © - F2 - Acgquisition Parameters
a o)} ~ w oy D~~~ O IT NN ITITT 3Y] Date_ 20060621
= = < < Time 15.14
INSTRUM dpx300
PROBHD 5 mm BBO BB-1H
PULPROG 2gdc
T 65536
SOLVENT Me0OD
NS 577
DS 0
SWH 22675.736 Hz
FIDRES 0.346004 Hz
AQ 1.4451188 sec
RG 9195.2
Du 22.050 usec
OE 6.00 usec
TE 0.0 K
D1 1.00000000 sec
dit 0.03000000 sec
MCREST 0.00000000 sec
AcO MCWRK 0.01500000 sec
HOm- ====s=== CHANNEL f1 s=ss=====
NUC1 13C
P1 3.00 usec
PL1 ~-6.00 dB
S5F01 75.4745111 MHz
Gabosine G (2) ﬁ e AL 12 o
e ; > - et CPDPRG?2 waltz16
Nuc2 1H
PCPD2 100.00 usec
pL2 120.00 dB
PL12 19.00 dB
SFO2 300.1315007 MHz
F2 - Processing parameters
SI 65536
SF 75.4676441 MHz
WOW EM
5SB 0
L8 3.00 Hz
G8 0
PC 1.40
s At P v y m e Aty vy Wit o 10 NMR plot parameters
CX 23.00 cm
cY 11.72 cm
FipP 220.000 ppm
F1 16602.88 Hz
F2pP -10.000 ppm
F2 -754 .68 Hz
__._.__—______________._________—_______—______._Anlﬁ_al_‘_-______._._..__________._‘____________________—._________.___vUznz QOOOOOOUUE\ﬁE
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 6C2-1120-n1
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters

Date_ 20041120
Time 18.58
INSTRUM dpx300
PROBHD 5 mm BBO BB-1H
PULPROG 29
1] 32768
SOLVENT cnc13
NS 4
DS 0
SWH 8992.806
FIDRES 0.274439
AQ 1.8219508
RG 143.7
DW * 55.600
DE 79.43
TE 0.0
D1 1.00000000
MCREST 0.00000000
MCWRK 0.01500000
======== CHANNEL f1 ====
NUC1 1H
P1 5.00
PL1 -2.00
SFO1 300.1312000

usec
daB
MHZ

F2 - Processing parameters

SI 32768
SF 300.1300063
WOW EM
SSB 0
LB 0.30
GB 0
PC 1.00

1D NMR plot parameters

Cx 22.00
Cy 8.29
FiP 8.500
F1 2551.10
Fa2P -0.500
F2 -150.07
PPMCM 0.40908
HZCM 122.78046

MHz

Hz

cm

cm
ppm

Hz

ppm

Hz
ppm/cm
Hz/cm
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Current Data Parameters

NAME o(2-1207-c13
ZXPND 1
< - = T O YT WO T T - o< Lo MmO o “ROCNO !
™~ < N~ QU NN OO N~ O ™M 0 — <= N Y O N~
= :J ~— n O Y O M — N~ < N o v N~ MM oo _
a o - - o N~ o 9o~ S o o e < @ F2 - Acquasition Parameters
Q [te) o oo NN~~~ NS S~ OO 0 < ISV VI VA VI oV Date_ 20051207
T T T T | Time 9.44
) f/ \\\; INSTRUM dpx300
\ W4 SROBHD S mm BBO BB-1H
SULPROG zgdc
0 65536
SOLVENT CDC13
NS 234
ns 0
SWH 26455.027 Hz
= IDRES 0.403672 Hz
AQ 1 2386804 sec
G 2048
oW 18.900 usec
JE 6.00 usec
TE 472 .2 K
1 1.00000000 sec
" i ) a1 003000000 sec
MCREST 0.00000000 sec
MCWRK 0.01500000 sec
======== CHANNEL f{ ========
NUCH 13C
P 3.00 usec
ALy -6.00 dB
o SFO1 75.4745111 MHz
======== CHANNEL f2 ========
CPDPRG2 waltz16
NUC2 1H
PCPD2 100.00 usec
PL2 120.00 dB
PL12 19.00 dB
_= _ SFO2 300.1315007 MHz
F2 - Processing parameters
SI 65536
SF 75.4677206 MHz
WDW EM
SSB 0
LB 3.00 Hz
GB 0
PC 1.40
— —__ I} 10 NMR plot parameters
CX 23.00 cm
CY 1.36 cm
FiP 220.000 ppm
Fi 16602.90 Hz
FeP -10.000 ppm
M.Jw LI A B B | |_\l_ 1 1_11_\41_‘4..ﬁ|—|_.l— TTTTTTTT ‘AI_I.jrlﬁ LI B B — T T T 7171770 _ T 7 T T T 1_ T T 77 A_ TV YT _ T 177 _ L L L — 7T ¥ _leszHz »mﬂw“oww ”NE\HE
ppm 200 180 160 140 120 100 80 60 40 20 HZCM 754 67719 Hz/cm
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o D ON T MOOWN W OTYTOULODODOIWNIDODNUOIDN—NUO «— OWD— Current Data Parameters
e [te] DMIORNNMOMoODWNOVDODOOITUVUNMITOWNDMWUO—MN — O O LD NAME 6C3P0111
= X LOETT " TOOCARRNNONNDDN®ON T MOONQ N
a ~ TSYTTITITTITTTITTIOMOMMMMOMMO AU N QA o oo oo EXPNO 1
PROCNO 1
/.%;/\X\\X_\_\:ﬁ.\j\;\ \\\.&\ F2 - Acquisition Parameters
Date_ 20050113
Time 13.07
INSTRUM dpx300
PROBHD S mm BBO BB-1H
PULPROG 29
0 32768
SOLVENT COC13
NS 4
DS 0
SWH 8992.806 Hz
FIDRES 0.274439 Hz
AQ 1.8219508 sec
RG 128
K> DW 55.600 usec
Jm AWA DE 79.43 usec
TE 0.0 K
MeO OMe D1 1.00000000 sec
MCREST 0.00000000 sec
m MCWRK 0.01500000 sec
======== CHANNEL f1 ========
NUC1 1H
P 5.00 usec
PL1 -2.00 dB
SFO1 300.1312000 MHz
F2 - Processing parameters
SI 32768
SF 300.1300066 MHz
WOW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
1D NMR plot parameters
CXx 22.00 cm
Q ____ LC cY 11.64 cm
FipP 8.500 ppm
F1 2551.10 Hz
FapP -0.500 ppm
g 2l (el32122|8lE] |= SENREEEE P 0. 40909 bo
& ) olm|s|o|ollo]o o o|S|n|jv|wv|wv|n -40909 ppm/cm
3 o o|o|o|o|o|o|e o oO|olojo|jojo|o HZCM 122.78046 Hz/cm
s - <<= <=fm|m - olmlm|m|o|m|m

_.4__.q.._.._._.<..__.___.._._1_._—_____4...__.._....-__4,_._.._.dl.*ﬂ.-.____..ﬁa.ld._..._._—:—rdd

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

NAME GC3P-c13-1208
ZXPNO 1
m o M o~ N YT U UNDOM— <O —-DOM—OON~NMOD PROCNO 2
-~ mu mw mw m% “w mx mw mw mw mw M“ mw mu mw N WOUMOHOODON OIT VOO WD
g o R PeEEaR @R amn oo a0 n o <2 - Acquisition Parameters
= & o 008 RRRERNIIBEESRTISELITITZRC Jate_ 20051209
| Y r \ Time 13.04
\. / / ~ / \ INSTRUM dpx 300
/A \ x _/_ \ PROBHD 5 mm BBO BB-1H
SULPROG zgdc
10 65536
SOLVENT CDC13
NS 586
0s 0
SHH 26455.027 Hz
“1DRES 0 403672 Hz
AQ 1 2386804 sec
m G 2048
: W 18.900 usec
DE 6.00 usec
_ TE 297 .2 K
_ D1 1.00000000 sec
a1 0.03000000 sec
MCREST 0.00000000 sec
MCWRK 001500000 sec
======== CHANNEL f] ========
NUC1 13C ,
P1 3.00 usec
PL1 -6.00 dB
— eees - | SFO1 75.4745111 MHz
======== CHANNEL f2 ========
CPDPRG2 waltz16
NUC2 1H
PCPD2 100.00 usec
PL2 120.00 dB
PL12 19.00 dB
SF02 300.1315007 MHz
#lﬁ F2 - Processing parameters
SI 65536
SF 75.4677157 MHz
WDOW EM
SSB 0
LB 2.00 Hz
GB 0
~ PC 1.40
_ J 1D NMR plot parameters
CX 23.00 cm
Cy 2.00 cm
FiP 220.000 ppm
Fi 16602.90 Hz
FaP -10.000 ppm
w—4._.11_.|._E._‘A‘._.—,1_\ ﬂ,-‘_ll_\l_:l-l_\_ LI B B B B | _ IR R I BN N B | _ T I — T T T — LU B B B B B | _1_1_!1._ T ﬂ_ AL B B B B _ TT ATV VY _J_l- ToToTTaTT _‘_>J_I:_’,m_wznux HAIUNMMOMM ”M—:\ﬁ_,—_

ppm 200 180 160 140 120 100 80 60 40 20 0 HZCM 754 67712 Hz/cm
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o OO~ VO <N N0 OoWNNWNLIW O N o NN oo O Current Data Parameters
e 5] S OWWIYTMOMOMAUNNON—-0 O D O N o> O _ _
a . 88..55554444432209993,2 [ToRRTo IR R AR NAME GC5-1120-h1
a ~ NI INSINSNYNSYSY ST I I S <Smmmmm - Nt EXPNO 1
PROCNO 2
j %/_‘Z\\\,‘X\ //F\ F2 - Acquisition Parameters
Date_ 20041120
Time 19.12
INSTRUM dpx300
PROBHD S mm BBO BB-1H
PULPROG 29
10 32768
SOLVENT CDC13 |
NS 32
DS 0
SWH B8992.806 Hz
FIDRES 0.274438 Hz
AQ 1.8219508 sec
RG” . - 645.1
Dw 55.600 usec
DE 79.43 usec
TE 0.0 K
D1 1.00000000 sec
.N : MCREST 0.00000000 sec
MCWRK 0.01500000 sec
======== CHANNEL {1 ========
NUC1 1H
P1 5.00 usec
PL1 -2.00 dB
SFO1 300.1312000 MHz
F2 - Processing parameters
SI 32768
SF 300.1300066 MHz
WOW EM
SSB 0
LB 0.10 Hz
GB 0
PC 1.00
1D NMR plot parameters
’ (4 22.00 cm
> :__ _ hh L h Cy 6.38 cm
F1P 8.500 ppm
- Fi 2551.10 Hz
FoP -0.500 ppm
3 2 alele| |z S =l e o ey b
5, 5 S|alsl 18 Sls old PPMCM 0.40309 ppm/cm
m o ol <t 1< mlo =0 :wnz 122.78046 Hz/cm
a‘.JiJ.._AA.-_..._._4_...a#.._.__..._.._._q..._.ql__._.....__.._-d_.._Juuﬂdan\Jﬂjaa_._iﬁd—u-a-J

ppm 8 7 [ 5 4 3 2 1 0
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npm
— 196 .947

157 . 480

121.296

102.637
102.389
100.785

77.927
77.502

=— 77 077

74 .646
72.768
— 61.818

-

~— 50.434

26.376
25.926
25 766
25.744
25.634
22 597
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Current Data Parameters

NAME
ZXPNC
PROCNO

GC5c13060107
1
2

=2 - Acquisition Parameters

Date_
Time
INSTRUM
SROBHD
SULPROG
1D
SOLVENT
NS

DS

SWH

- IDRES
AQ

6

W

DE

TE

D1

da11
MCREST
MCWRK

CPDPRG2
NUC2
PCPD2
PL2
PL12
SF02

20060107
10.02
dpx300

5 mm BBO BB-1H
zgdc

65536
coci3

581

0
22675.736
0.346004
1.4451188
8192
22.050
6.00

297 .2
1.00000000
0.03000000
0.00000000
0.01500000

-6.00
75.4745111

CHANNEL f2 ====

waltz16

1H

100.00
120.00
19.00

300. 1315007

Hz

usec

MHz

F2 - Processing parameters

SI
SF
WDW
SSB
LB
GB
PC

_u...,qéi_.JJ.J.I._|ﬂ__.._.___da__-_‘._‘J‘ljtl_w‘jl_\Adu.a_‘—...J~4_d__._._a...___4444__Ja‘_____-Jl_|___._-aq._.dad.A.d-JJ]-_.A__..__..___._

ppm 200

180

160

Cx
cY
Fip
Fi
Fop
F2

140

120

100

80

60

40

20

0

bpMCM
HZCM

65536
75.4677205
EM

10 NMR plot parameters

23.00
2.00
220.000
16602.90
-10.000
-754.68
10.00000
754 .67719

MHz

Hz

ppm/cm
Hz/cm
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