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Figure 1. 500 MHz NOESY spectrum of the lactone 23 in Py-ds; mixing time 250 ms.
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Figure 2. Expanded partial 400 MHz "H NMR spectrum of lactone 23 in pyridine-ds.
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Figure 3. Expanded partial 400 MHz 'H NMR spectrum of lactone 23 in pyridine-ds.



Current Data Parameters

NAME BIOP
EXPND 24
PROCNO 1
‘USER cmihaif

F2 - Acquisition Parameters

‘Date_ 20010614

Time 14.22
INSTRUM spect
PROBHD B8BO__S5mm
PULPROG 2930

i) 32768
SOLVENT MeOH

NS® 128

Ds- 2

SHH 10330.578 Hz
FIDRES 0.315264 Hz
AQ 1.5860212 sec
RG 400

DW 48.400 usec
DE 6.00 usec
TE 300.0 K

D1 1.00000000 sec

====== CHANNEL f1

1H
11.90 usec
PL1 0.00 dB
SFO01 500. 1630887 MHz

F2 - Processing parameters
SI 32768
SF 500. 1600000 MHz
WOW EM
SSB 0
LB 0.20 Hz
GB 0
PC 1.00

—M“J\——’/\—’w s 1D NMR plot parameters
CX 20.00 cm
F1P 4.351 ppm
Fi 2176.08 Hz
@ < Y =1
; S g E g N g % g =4 bt o © F2 390.31 Hz
4;3 olle o o -~ o -~ o - o :\r_l ™ PPMCM 0.17852 ppm/cm
- HZCM 89.28825 Hz/cm
—-_—T T T T T T T T T T T T T T T
ppm 4.0 3.5 3.0 2.5 2.0 1.5 1.0

Figure 4. 500 MHz 'H NMR spectrum of ligand 10 in methanol-d,.
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Figure 5. HR ES MS spectrum of ligand 10.



(2R)-3-0-Benzyl-1,2-di-O-hexyl-sn-glycerol (25). A suspension of (R)-3-benzyloxy-1,2-propanediol
(1g, 5.5 mmol), 1-bromohexane (3.6 g, 22 mmol) and powdered potassium hydroxide (1.23 g, 22 mmol)
in toluene (25 mL) was heated at reflux using a Dean-Stark drying tube for 24 hours. When reaction was
complete (TLC in hexane-ethyl acetate, 4:1), the reaction mixture was cooled at room temperature and
washed twice with water. The organic extract was concentrated and the residue was purified by
chromatography (hexane-ethyl acetate, 8:1) to afford pure 25 (1.8 g, 95%) as colorless oil. Ry = 0.75
(hexane-ethyl acetate, 4:1); 'H NMR (CDCl3) & 0.85 (t, 6H), 1.28-1.49 (m, 12H), 1.52-1.61 (m, 4H),
3.44 (t, 2H), 3.48-3.64 (m, 7H), 4.54 (s, 2H), 7.21-7.32 (m, 5H); *C NMR (CDCl3) & 14.13, 22.73,
25.87, 25.89, 29.72, 30.16, 31.78, 31.80, 70.36, 70.66, 70.82, 71.69, 73.41, 78.02, 127.54, 127.62,
128.35, 138.53.

(2R)-1,2-Di-0O-hexyl-sn-glycerol (17). Into the solution of 17 (1.67 g, 4.8 mmol) in dry methanol (25
mL) was added palladium on charcoal (300 mg). The mixture was shaken in Parr apparatus overnight.
The subsequent fltration of catalyst through a layer of Celite and concentration afforded pure 17 (1.2 g,
97%) as colorless oil. R, = 0.35 (hexane-ethyl acetate, 3:1); 'H NMR (CDCl3) § 0.82 (t, 6H), 1.14-1.25
(m, 12H), 1.51 (m, 4H), 2.48 (br s, 1H), 3.37-3.65 (m, 9H).
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