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General: All reagents were used as received from commercial sources without
further purification or prepared as described in the literature. Analytical TLC was
performed with 0.20 mm silica gel 60F plates with 254 nm fluorescent indicator.
Plates were visualized by ultraviolet light and treatment with Pancaldi reagent
((NH4)6M00Oy4, Ce(S04)2, H2SO4, H20) or 0.5% ninhydrin in acetone stain followed
by gentle heating. NMR spectra were measured in CDCIl3 (with TMS as internal
standard) on a Bruker AV300 magnetic resonance spectrometer. Chemical shifts ()
are reported in ppm, and coupling constants (J) are in Hz. The following
abbreviations were used to explain the multiplicities: s = singlet, d = doublet, t =

triplet, m = multiplet. MS were measured on a Finnigan LCQ.
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Current Data Parameters

NAME mhh-6-30min+30min
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters

Date_ 20051007
Time 10.19
INSTRUM av300
PROBHD 5 mm DUL 13C-1
PULPROG zg30

0 65536
SOLVENT . CDC13

NS 17

bs 2

SWH 6172.839 Hz
FIDRES 0.094190 Hz
AQ 5.3084660 sec
RG 114

DwW 81.000 usec
DE 6.00 usec
TE 299.5 K

D1 2.00000000 sec
z======= CHANNEL f] ========
NUC1 1H

Pt 11.20 usec
PLY 0.00 dB
SFO1 300.1318534 MHz

F2 - Processing parameters

SI 32768

SF 300. 1300052 MHz
WOW EM

558 0

L8 0.30 Hz
GB 0

pC 1.00

10 NMR plot parameters

Cx 20.00 cm
cy 5.00 cm
FiP 9.231 ppm
F1 2770.43 Hz
FepP -1.341 ppm
F2 ~402.35 Hz
SPMCM 0.52857 ppm/cm
HZCM 158.63924 Hz/cm

Figure S1. "H-NMR of THG
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Figure S2. MS of THG
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Current Data Parameters

NAME
EXPNO
PROCNO

mhh-THG
3
1

F2 - Acquisition Parameters

Date_ 20051003
Time 17.05
INSTRUM av300
PROBHD 5 mm DUL 13C-1
PULPROG 2930

0 65536
SOLVENT CDC13

NS 64

Ds 2

SWH 6172.839 Hz
FIDRES 0.094190 Hz
AQ 5.3084660 sec
RG 32275

oW B1.000 usec
DE 6.00 usec
TE 300.6 K

01 2.00000000 sec
======== CHANNEL f{ ========
NUC1 1H

P1 9.30 usec
PL1 -1.00 dB
SFO1 300.1318534 MHz
F2 - Processing parameters
SI 32768

SF 300.4300062 MHz
WDW EM

558 0

LB 0.30 Hz
6B 0

PC 1.00

10 NMR plot parameters

CX 20.00 cm
cy 8.00 cm
FiP 7.971 ppm
Fi 2392.32 Hz
FaP -0.610 ppm
F2 -183.10 Hz
PPMCM 0.42305 ppm/cm
HZCM 128.77116 Hz/cm

Figure S3. "H-NMR of DHG
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Figure S4. MS of DHG



