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Materials and Methods for Active Compound 7

Analysis of Structure of 7. 1H-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. 13C-

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 D-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 ZnCl2–Ac2O–HOAc, followed

by deacetylation with K2CO3 in MeOH gave 2, 3, 4, 5-tetra-

O-benzyl-D-mannitol. Tosylation of the intermediate with

TsCl and DMAP in pyridine followed by reaction with 4-

(tert-octyl)phenol, K2CO3 and KI in CH3CN 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; 1H-

NMR (400 MHz, CDCl3): δ 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, H2, H5), 4.04-4.07 (t, 2H, J = 5.8 Hz, H3, H4), 3.01-

3.02 (d, 2H, 2xOH), 2.83 (s, 2H, 2xOH), 1.71 (s, 4H, 2x-

CH2-), 1.34 (s, 12H, 4xMe), 0.71 (s, 18H, 6xMe); 13C-NMR

(100 MHz, CDCl3) : δ 155.9 (C1-Ph), 143.1 (C4-Ph), 127.2

(C3-Ph, C5-Ph), 113.8 (C2-Ph, C6-Ph), 71.3 (C3, C4), 70.6

(C2, C5), 69.2 (C1, C6), 56.9 (CH2-octyl), 38.00 (C-Me2),

32.3 (C-Me3), 31.8 (Me3), 31.7 (Me2).
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