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Equipment Agilent technologies 1200 series
Column Biorad Aminex HPX-87C (7.8 X 300mm, 9um)
Eluent Water
Flow rate 0.6mL/min
Temperature 80°C
RI cell temperature 35°C
(73] AT gEE bR AT 2 3175604 FelErtele), A4 H
Ak A4S 8] flste] ¥-3 8 HPLCE o] &3t Aid 24 & &%
95% ol’F = AAste], AH S o] &3ste] Al GRS Zel ekl
[74] A A o2 HPLC A&2wE13S 5339l
(751  ARviEIS P 2208 87] # 29 A
[76]
[77] [3£2]
Equipment Shimadzu LC 10A
Column YMC Pack Polyamine II (4.6 X 250mm,
Sum,12nm)
Eluent Acetonitrile / Water (80/20)
Flow rate ImL/min
Temperature 30°C
RI cell temperature 30°C
[78] 1A 3 19 HPLC 271 el A 170 9] 9] A &2 vepd B4 o] 3% 29
wa) 24 270 9] 932 e A8 Sl Bael g om(s 3)
22,5504 Zeolgl 379 BA-S DI, 17754 glH 979 248 p2etar
g sk gk,
[79]
[80] A2 HEZ 2 |DF FA
811 Al 1914 Sl € Dlol o3 37k B4S At
[82]
[83] Major 6-O-f3-D-Psicopyranosyl-a-D-psicofuranose~>, W 2} 74 & 7} % ESI-MS

m/z 365 [M+Na]+; 1H NMR (850 MHz, D20) 6H 3.44 (1H, d, J = 12.0 Hz), 3.47 (1H,
d,J=12.0Hz),3.56 (1H, dd, ] = 11.0, 5.0 Hz), 3.60 (1H, d, ] = 12.0 Hz), 3.62 (1H,

dd, J=11.0,2.5Hz),3.70 (1H, brd, J = 12.5 Hz), 3.75 (1H, d, J = 12.0 Hz), 3.75 (1H,
br ma), 3.82 (1H, br d, J = 12.5 Hz), 3.84 (1H, br s), 3.92 (1H, t, ] = 3.0 Hz), 3.97 (1H,
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[84]
[85]
[86]
[87]

[88]
[89]

[90]
[91]

[92]

[93]
[94]

[95]
[96]

d,J=5.5Hz),4.09 (1H,t,J =5.5 Hz), 4.13 (1H, br m) [D20 signal 6H 4.70]; 13C
NMR signalsb 6C 57.6, 60.4, 62.9, 64.7, 64.9, 69.1, 68.9, 70.2, 70.3, 8§1.2, 101.8,
103.4.

A I E 4@ﬂogﬁb@%§ﬂi1?ﬂ§mmmmmﬂ
2 2] - (coupling constant) 74 o] 3l 3}

B. 13C NMR 3] 7 A 2= NMR 2| HSQC (850 MHz, D20) & HMBC (850 MHz,
D20) spectral dataE 3l 4 st gt H.31% &

Minor 6-O-B-D-Psicopyranosyl-f-D-psicofuranose =, % 274 & 7} 5 ESI-MS
m/z 365 [M+Nal+; 1H NMR (850 MHz, D20) 8H 3.49 (1H, d, ] = 13.0 Hz), 3.73 (1H,
d, J =13.0 Hz), 3.58 (1H, ma), 3.68 (1H, dd, J = 11.0, 2.5 Hz), 3.62 (1H, ma), 3.71
(IH, brd, J = 12.0 Hz), 3.82 (1H, br d, J = 12.0 Hz), 3.76 (1H, br ma), 3.78 (1H, ma),
3.87 (1H, brs), 3.98 (1H, t, J = 3.0 Hz), 3.95 (1H, d, J = 4.5 Hz), 4.00 (1H, br m), 4.34
(1H, dd, J = 8.0, 4.5 Hz) [D20 signal 6H 4.70]; 13C NMR signalsb 6C 57.7, 61.4,
62.2,64.7, 64.8, 69.0, 69.2, 70.8, 74.4, 80.8, 101.8, 105.9.

A T35 Aﬁﬂ°iﬂ&ﬂiﬁiﬂ@a§mm@mmﬂ
2 2] S (coupling constant) =74 o] H3f g}

B. 13C NMR ¥ =1 4 H.3= NMR 2] HSQC (850 MHz, D20) 2 HMBC (850 MHz,
D20) spectral dataE 3| 4] 3ho] &1.31] &

o

143}, Dlo] AT GE 22 o FFolW 3] 84 29 FEF 2= A
FFelstolet.

[shehA 2]
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o7 HO

"I’{,
oK

O“HHA.

HON KA H

Ol

T

=

lo
old
Ol

N

FolAAA F2E 7HAH, 54 4 2. & major/minor form

o] D-¢& = 2x(D-psicofuranose)2] 21 ¥FA~(IUPAC name

A zheto] gebA = A& st Arh( 4). 5, 817] $8H2)
3°] major, 3}8t2] 47} minor & B ol] &l Faki= A& &l it

[99] (31821 3]

[100]

[98] Sl D1-& 2%
=]

o
O

rir
whn
(E
o
o

[101]  [3}5H4] 4]
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[102]

[103]

[104]
[105]
[106]

[107]

[108]
[109]

uta‘],/fOH
) E
/, =
HO : OH HO
OH
e, D21 A7) shebA] 29} o) A E A BA R dE R0 2W BHA(C2) 9]
=S Ao vhE SE R 1A 1 WA 69 (C1 WA Co) ¥4 5 o =
shufo] gk o] 3| =E Al 7] o] = ¢ AL = A S (glycosidic bond) Q1 A1 g
AEE A oFHFELS FelstAdrh

AN 3 AERZX o] T WAA HIL
D1 1%(in 10mM citrate buffer) & & #| Z3}o] Wit & &4 815t}
2o & fAS FF22] ol /7 A2 Q X (sucrose) 2} TFE dER A

ol FH<l D25 AH-E3F3A T

TAA E ALY EE 10mM bufferS ©]-831%] pHE 2.0,4.0 2 6.02 2
43k 85 A2 3191 2 Z+ZF Room temperature (9F 4052)0l A 2. 343} o]
AIZE, 24 A1 2, 72A1 20 H 120 Al ZE 7 3 2 el gl= =4 9] 55 HPLC
21 (HPX-87C column, 805, 60min, 20ul)-S- -3l 22135}t D1, D2 2
FARQ A IAEEE 3] & 30 YEM AT 77t 229 FEE 1(%,
w/v)©el L, BE-g- 25 5= 400] ).

T 2N A FAA FoAAE U= A4S o E dapdl o g F ST

b I-N

el

o =
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[110]

[111]
[112]
[113]

[114]

[115]

[116]

[3£3]

pH2, €% 40°C

Al ZF (hr) D1 D2 Sucrose p

0 100.0 100.0 100.0 -

24 85.94 71.1¢ 81.28 0.000
72 58.24 39.5¢ 51.98 0.000
120 4467 21.2¢ 34.48 0.000
pH 4, % 40°C

Al ZE (hr) D1 D2 Sucrose p

0 100.0 100.0 100.0 -

24 99.04 98.44 98.14 0.109
72 98.84 95.98 95.88 0.001
120 97.94 93.28 92.98 0.000
pH 6, & 40 °C

Al ZE (hr) D1 D2 Sucrose P

0 100.0 100.0 100.0 -

24 100.0 100.0 100.0 0.781
72 100.0 100.0 99.9 0.397
120 99.962 99,644 99,584 0.069%

% AR TE AL A, B, CE 7R & Agk Abol o] FoatE A
x *3= p<0.12 D13 D27} Sucrose tH] -2 7 &
S4%E Ba7| o] w2 A, SAEA 0B HAREA(ANOVA) 3
A O 2 tukey's T4 4 W W (tukey's multiple range test) S ©] -8-31]
Ao, FAA Fo4d 2 p<0.052 AA 3T
gl A JJr, AlZro]l Ao A4 pH7L FE75 JFEF ] Apol7 1o, &
ARt abd 23190 pH 20N A 12043 B gE -2 D19 ZAEE S AR
H]sﬂ of 130% w2 A9 #AQled
7] A3E B &, D1 pH 6 o] sloll A 27} ] 528k Dzsﬂr FAR Q20

Z=gk Ak S 5
SN
%

Ol

l

=2

g} 5t

o

T
ok
=
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[117]



