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Materials and Methods for Active Compound 7

Analysis of Structure of 7. 'H-NMR spectra were record-
ed on a Bruker Avance 300 (300 MHz) and Bruker DPX 400
(400 MHz). Chemical shifts are reported in ppm downfield
relative to tetramethylsilane as an internal standard. “C-
NMR spectra were recorded on a Bruker DPX 400 (100
MHz). Melting points were recorded on a Fisher-Johns
microscopic scale melting point apparatus.

Preparation of Compound 7. Militarin analog MA-1 was
prepared from p-mannitol following the procedure and
conditions as described in the followings: Hydroxyl groups
of D-mannitol were fully protected by benzyl groups. Selec-
tive debenzylation—acetylation of benzyl protecting groups
on the primary alcohols using ZnCl>-Ac,O-HOAc, followed
by deacetylation with K,COs in MeOH gave 2, 3, 4, 5-tetra-
O-benzyl-D-mannitol. Tosylation of the intermediate with

TsCIl and DMAP in pyridine followed by reaction with 4-
(tert-octyl)phenol, K»COs and KI in CH3;CN at reflux condi-
tions and debenzylation with Pd/C-HCOOH gave militarin
analog MA-1.
(2R,3R,4R,5R)-1,6-bis(4-(2,4,4-trimethylpentan-2-yl)-

phenoxy)hexane-2,3,4,5-tetraol (7). Colorless oil; 'H-
NMR (400 MHz, CDCl;): 6 7.27-7.29 (d, 4H, J = 8.8 Hz,
Ph), 6.84-6.86 (d, 4H, J= 8.8 Hz, Ph), 4.23-4.26 (dd, 2H, J =
8.8 Hz, 3.1 Hz, H, H), 4.11-4.19 (m, 4H, J= 8.8 Hz, 6.2 Hz,
H, H, H,, Hs), 4.04-4.07 (t, 2H, J = 5.8 Hz, Hs, Hs), 3.01-
3.02 (d, 2H, 2xOH), 2.83 (s, 2H, 2xOH), 1.71 (s, 4H, 2x-
CH>-), 1.34 (s, 12H, 4xMe), 0.71 (s, 18H, 6xMe); *C-NMR
(100 MHz, CDCls) : 8 155.9 (Ci-Ph), 143.1 (C4-Ph), 127.2
(Cs-Ph, Cs-Ph), 113.8 (Cs-Ph, Cs-Ph), 71.3 (Cs, Cs), 70.6
(Cy, Cs), 69.2 (Cy, C¢), 56.9 (CHz-octyl), 38.00 (C-Me»),
32.3 (C-Me3), 31.8 (Me3), 31.7 (Me).



2 Bull. Korean Chem. Soc. 2014, Vol. 35, No. 7

2745 .24
2736 42

L d
2917 .46
2908 67
2904.76

.
=<0

IISS
Q
X EEEL

1210.23

1204 06

<

—1n3.e

——— 869 01

T—— 535.04

536.93

285 47

H D I~ Slel— olls| nlol |l o
n 10 L | 7 S 4 0
c-612
8 g ] H BRSE%3: ¢ B8RE g
& b g 8 " KEEgzeg & BNRS $
| 4
[
| CHO
HO——H
HO H
H——0H
[ H——OH
CH,0
A
;
G
s
.
lh 4t
v
¢ " &
P ~ 10
]
L o\
Ty S T ey L i B e e A e | |
con 160 160 140 120 100 80 60 &0

Haiyan Che et al.

Current Data Parameters
8

NAME 1an-01

EXPND. 58

PROCNO 1

F2 - Acquisition Parameters

Date_ 20080317

Time 11,42

INSTRUM spect

PROBHO 5 mm Dual 13C/

PULPROG 2930

0 32768

SOLVENT coc13

NS 128

0s [
8223.685 Mz

FIDRES 0.250867 Wz

A6 1.9923444 sec

A6 287.4

o 60.800 usec

0E 6.00 usec

400.1324710 Wz
Processing parameters
16384

4001300098 MH2

0
0.30 W2

0
PC 1.00
10 WA plot parameters
ox 00 cn
2] 50.00 cn
F1P 10.500 ppm
F1 4201.37 W2
£ -0.500 ppm
2 -200.06 Mz
oPuCH 0.36667 ppm/cn
HICM 14671434 W2 /cm

Current Data Parameters

1an-08
£XPNO 59
SROCNO 1

£2 - Acquisition Parameters
Date_ 20080317
Time 12.25
INSTRM spect
PROBHD 5 ~m Dual 13C/
PULPROG 20930

0 65536
SOLVENT o3

NS 11615

5 2

Sk 31847.133 1z
FIDRES 0485948 hz
20 1.0289652 sec
6 90.5

oW 15.700 usec
€ 6.00 usec
TE 296.2 K

o1 2.00000000 sec
ol 0.03000000 sec
DELTA 1.89999998 sec
MCREST 0.00000000 sec
MCWRK 0.01500000 sec
wasssnss CHANNEL f1 sssseees
Nt 13

P 10.50 usec
Ly -1.00 08
501 1006254358 Mz

PCPO2 105.00 usec
a2 =2.00 08
o1z 18.00 08
213 20.00 08
5F02 4001324708 M1z

F2 - Processing parameters

st 32768
SF 100.6127702 M1z
WOW EM
58 0
8 1.00 Wz
8 0
oc 1.40

10 R plot parameters
30.00 co
50.00 ca
205,000 pom
220625 62 Mz
-5.000 ppm
-503.08 Hz
7.00000 ppm/cm
704.28937 Hz/ca



