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1H-, COSY and NOESY NMR spectra for migrastatin ketone 2 and migrastatin ether 4 were 

recorded on a Bruker DRX-600 spectrometer. Chemical shifts ( -values) are reported in ppm 

with residual undeuterated CHCl
3 

as the internal standard (referenced to 7.26 ppm for H-

NMR) for migrastatin ether 4 and with residual undeuterated benzene as the internal standard 

(referenced to 7.16 ppm for H-NMR) for migrastatin ketone 2. Coupling constants (J) (H,H) 

are given in Hz, spectral splitting patterns are designated as singlet (s), doublet (d), triplet (t), 

quadruplet (q), multiplet or more overlapping signals (m), apparent (app), broad signal (br).  

1D NOE data was extracted from the corresponding 2D NOESY spectra. 

 

Migrastatin Ketone (2).1  
1
H NMR (C6D6, 600 MHz):  5.70 (dq, 1H, 

J = 10.1, 1.3 Hz, C5H), 5.35 (ddd, 1H, J = 15.2, 8.1, 6.5 Hz, C10H), 

5.04 (ddt, 1H, J = 15.6, 7.6, 1.1 Hz, C9H), 3.46 (dd, 1H, J = 9.2, 1.3 

Hz, C7H), 3.36 (t, 1H, J = 7.9 Hz, C8H), 3.04 (s, 3H, C8OCH3), 2.27 

(bs, 1H, C7OH), 2.43 (dqd, 1H, J = 9.8, 6.8, 1.0 Hz, C6H), 2.16-2.03 

(m, 5H, C2H2, C3H2, C14H), 1.93 (ddd, 1H, J = 13.7, 10.4, 6.2 Hz, 

C14H), 1.84-1.82 (m, 1H, C11H), 1.80-1.74 (m, 1H, C11H), 1.58 (d, 3H, J = 1.3 Hz, 

C4CH3), 1.47-1.37 (m, 1H, C13H), 1.37-1.25 (m, 1H, C13H), 1.12 (d, 3H, J = 6.8 Hz, 

C6CH3), 1.11-1.07 (m, 2H, C12H2). 

 

Migrastatin Ether (4).2  
1
H NMR (CDCl3, 600 MHz):  5.63 (ddd, 

1H, J = 15.1, 9.3, 5.1 Hz, C9H), 5.61 (dd, 1H, J = 8.9, 1.2 Hz, C4H), 

5.22 (dd, 1H, J = 7.9, 15.5 Hz, C8H), 3.76 (s, 2H, C2H2), 3.56-3.52 

(m, 1H, C14H), 3.49-3.44 (m, 1H, C14H), 3.44-3.40 (m, 2H, C6H, 

C7H), 3.30 (s, 3H, C7OCH3), 2.93 (dqd, 1H, J = 9.9, 6.9, 0.9 Hz, 

C5H), 2.73 (br s, 1H, C6OH), 2.24 (m, 1H, C10H), 2.09 (m, 1H, C10H), 1.76 (d, 3H, J = 

1.2 Hz, C3CH3), 1.66 (m, 1H, C13H), 1.53 (m, 1H, C11H), 1.45-1.36 (m, 4H, C11H, 

C10H2, C13H), 0.94 (d, 3H, J = 6.9 Hz, C5CH3).  Crystallized by slow evaporation from i-

PrOH/H2O/Acetone or from Acetone/Hexanes/MeOH/H2O at –20 ºC. 
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Single-C
rystal X

-ray D
iffraction.  T

he intensity data for I w
ere m

easured on a B
ruker-N

onius K
appaC

C
D

 diffractom
eter 

(graphite-m
onochrom

ated M
o K

 radiation, 
 =

 0.71073 Å
, 

-
 scans) at 100 (1) K

.  T
he data w

ere not corrected for absorption. 

D
etails of the solution and refinem

ents for this com
pound are presented below

: 

C
16 H

28 O
3  (I): T

he crystal of 
I, w

ith approxim
ate dim

ensions 0.050 x 0.10 x 0.36 m
m

, w
ere m

onoclinic w
ith space group P

2
1 . T

he 

final unit-cell constants of I w
ere a =

 9.069(2), b =
 11.990(2), c =

 14.787(3) Å
, 

 =
 94.81(3)˚, V

 =
 1602.2(6) Å

3, Z =
 4, 

 =
 1.113 g cm

-

1, μ
 =

 0.075 m
m

-1, form
ula w

eight =
 268.38. T

he structure of I w
as solved w

ith SH
E

L
X

S-97 and refined by full-m
atrix least squares 

on F
2 w

ith SH
E

L
X

L
-97. T

he unit cell of I contains tw
o independent m

olecules. T
he hydrogen atom

s w
ere included in the structure-

factor calculations, but their param
eters w

ere not refined.  T
he final discrepancy indices for the 4874 reflections (

 <
 30.04˚) w

ere R
 =

 

0.0612 (calculated on F
) and R

w  =
 0.1143 (calculated on F

2) w
ith 352 param

eters varied. T
he final difference m

ap peaks are <
 0.25 e 

Å
–3. 
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