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16 (1965)

2,6-Dimethyl-p-galactose & & &
K HIE®, A& # T

Synthesis of 2,6-Dimethyl-p-galactose.
Masashi Tomopa and Noriko YamamoTro

2,6-Dimethyl p-galactose has been synthesized by a simple methylation of 3,4-iso-
propylidene methyl p-galactoside followed by acid hydrolysis and purification using
paper chromatography.

2,6-Dimethyl-p-galactose (I K&KW D Gigartina stellata ©%HEH,D + 2 5 0 = & B,
Sterculia setigera = AN'E,» Strychnos nux-vomica OFET (k3 H) DOLEHEY T X D A
F ALK R Lo THEEX T 513212, -7 ¢ methyl p-galactopyranoside o
3,4-isopropylidene 5HEAkD £ F AALEMKT R &0 5 FRETHRI AT 2.5

Oldham & Bell® |3 B-methyl p-galactoside # &y < v trityl chloride » (5 X %
T YV F AL LT SMKERE EBEfET YV 7 AT 7 xF 4k L ¢ 6-trityl-triacetyl-B-me-
thylgalactoside 2G5 L, G T2 v vk AP RERERUIIEF P Y v 4 2575 — Tk
L C B-Methylgalactoside-6-nitrate %7}, XS CHifbKkKEEH 71 b v % fv T 3,4-iso-
propylidene-B-methylgalactoside-6-nitrate 3 & 1, = h#% Purdie i ¢ 1L, 7
AV HERAET Y Y AW E OmBUT X b nitrate & B\ ¢ 3,4-isopropylidene-2-methyl-
B-methylgalactoside % i} T, ¥k T /K5 fi# L C 2-methyl-g-p-galactose & 4 % —7,
X BHIZ A FAALBIER ISR L € 2,6-dimethyl-p-galactose # G L T 5.

%7, Bell & Willamson” I diisopropylidene-p-galactose % "V 2 vt p-toluene-
sulphonylchloride & K5 X % T 6-p-toluenesulphonyl-diisopropylidene-n-galactose %
AL, ThualE{tKFEEE A 4/ — EM#EL T 6-p-toluenesulphonyl-a-methylgalacto-
side L LCHhET7 1V EHEIY, Xbhic Purdie Y:t4dm 2 541k L C 6-p-toluenesul-
phonyl-2-methyl-3,4-isopropylidene-a-methylgactoside # 71}, 7 s =2 — ) PKER{L » V)
v AW L INEVL T tosyl AR WLT A S Purdie P & % 4 Lk T 2,6-dimethyl-3,4-iso-
propylidene-a-methylgalactoside % g b, #HfEE iK% L ¢ 2,6-dimethyl-B-p-gal-
actose FHML T b T bDOFMFERILIR IS Kb DR TR X b fifjiii7e 2,6-di-
methyl-p-galatose O &I WTHRET 5.

% a-methylgalactoside O1 v 7 r &) F v LDV CTHRET L, MKHEEH & ILEREED
FEFETT & b v ERER TP L ISR L2 B . BRI BIC 2 A F A AR 2 PSS L

1) E.T. Dewar, E.G. V. Perciral : J. Chem. Soc., 1622 (1947).

2) J.K.N. Jones: Ibid., 3141 (1949).

3) L. Hough, J.K.N. Jones: Ibid., 1199 (1950).

4) P. Andrews, L. Hough, J.K.N. Jones : Ibid., 806 (1954).

5) D.J. Bell: Adv. Carbohy. Chem., 6, 17 (1951).

6) J.W.H. Oldham, D.J. Bell: J. Am. Chem. Soc., 60, 323 (1938).
7) D.J. Bell, S. Williamson : J. Chem. Soc., 1196 (1938).

— 16 —



(1965) 17

KFERF PV YA Lavibs FAxHTo 2 F LD BfTel, DLW THERTIKS MR, PR
7B~ b ST 74— kA0 TS MDA F AL HHEL, * O 80% % 2,6-dimethyl
-D-galactose 235%, 15% o 2,3,4,6-tetramethyl-p-galactose & 5% @ 6-methyl-p-ga-
lactose 23EIR L7cZ & & do7c. Fifilth Bl L7 2,6-dimethyl-p-galactose (% > = » 74k
EHORDA, BT w A TR T 5 & B OSHRER L s D, BUR, IR, X0
SYHTSTRRIC— 30T % 2,3,4,6-tetramethyl-p-galactose DAERUZA ¥ 7 m &) F VLR
SERIC X B EFE 2 b, 6-methyl-p-galactose DA pIEA vV 7w €Y F v ibdic— s Y 2~
FEEA2\9h T 1,2-3,4-diisopropylidene-p-galactose AV Licied b EL Hhbd. REK
R PERBIC I LR M T %

£ B o #

470 F 4k «-Methyl p-galactoside (m.p. 96~98°) 1.92g % 7 « + v 40ml & fin %, &K
CuSOs 4g 4 X 8 conc. HySO; 0.2ml % = hic i CTHEIRT 24 BHEEHE, REYERPN LR BEL
T bk Ca(OH): ez CrfiL, FR&MERMGL CHEEYRE, vy 7RERY 1198 28,

AFIAL 4 v 7eey FboREE 1.19g o A F L ALk F U N 2dml s L, KBS+
ywa l2g(noil, v 7es v cREQR) Yo xFrAAky s 12ml Khp 2 W%y, BRTRAE
FToORMULT 30 HHEEEET, =2vibsFa 24ml ZREBEIEMLCIL—KERE L. HISHR
K20mla iz Cshb Ed, K@av s e tkaia 10ml ¢ 3EHE L, Ao avbr+ L1 BaL
THEK Na,SOs TliK#E, BIECHERLUELCy ey TROBREY 1.04g 415,

AR 2 F etk 1.04g % N HySO, 10 ml wwish L, KA T 3MME L 4= © % BaCOs
T, FPRAEITEEMLCRYY 0798 &8,

FHRIATI /774 —CXDHE mkOmck 10 o7 b vink, TEDE KRV - FRY
WREEML TR L Ui, BEFH No. 50 (40x40cm) o~k » Sem wHRic Bpt#id = 0 T Rig
#, n-BuOH : C;H,OH: H,O (4:1:5, @) #HEE L LT kA b 30em Bl ~v oo v-FEmk
FY T3MEoARy PHERHIL, MU THHEWHEVY LoT x5/ —ATHi, HRERLELCvr oy 7
RpBExXBI. EWMHrolEE Re fiix Table I iR

Table I. Rg Values and yields of methylated sugars

| S | '

‘ yield (mg) ‘ Rg
frac. 1 61 | 0.91
frac. 2 340 0.63

frac. 3 22 0.41

Frac. 1 i3 2,3,4,6-tetramethyl-p-galactose iz, frac. 2 |t 2,6-dimethyl-p-galactose =, frac. 3 |} 6-
methyl-p-galactose &, #h+h Ro {lisi—%T 5.

2,6-Dimethyl-D-galactose Table I frac. 2 ov v w 7HRYWBEYHB=F 12 H L CHERL, AR
SEIRKE % 8. m.p. 129°, (a)P= +48° (initial) > +86° (at equilibrium) (c=3.8, Hy0), Anal. Calcd. for
CsH1406 : OCHj;, 29.8%, Found : OCH;, 29.5%.
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