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Flow rate ImL/min

Temperature 30°C

RI cell temperature 30°C

43} 3 19 HPLC 2o A 1719 332 vElhd B2 o] 31 29]
ez 2719 3 A2 e AS gelshe] w8l sksl o (5 2)
225504 FolH v 79 5SS DI, 17.750 4 Feld v &

g 5l

AA A 2: FER X O] FF HMF A4 o] a3 &<
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[132]
[133]

[134]

[135]

[136]
[137]

[138]
[139]

[140]
[141]

A 2-1: GEE X o|FFH S HMF A& 0| L

7FEAl WA E o] HMFO] A o] & Ao tida 5215
Akt A Aol 104 2] g o] G (dimer) S TH 9 AFEEFo] Aol gt o ¢
S A FolA A8 5 A=A Felst] H8l, dR FRE vdst st
2ol & HIJLOWE} UEo] U8 7h=8 34 & argfsto], A &9 A =21 5
SE7F M 12 A EEE S (121°C, 153)°0 4 o] HMF A4 &5 Bl st it

;qu]ﬂ o & gt -;E%i?ﬂ A 1) & o] T =8 AA OL%?‘—E/\(CJZﬂ%_Xﬂ 3,
5 99% o] hE ol &ste] ErEo] e 2eETE 737%»} , AN o 1) A
W23k =5 95% o] o] oG E A AlSste] EFHE slof o] A9 4
1S Al zskich ek A g o 1] "7 = B e F/lo}ofl sEE 71,5,
10, 20, 30, L€ 3L 50%(w/w)7F ¥ =5 A R (A) HM (BE THlsH T (3£ 3).

g & oY o] ade vl wshy] 98l dERE 2 olE i E talste]
A QL o] Bl A& Hrbsto] vlale] 12 ARG 8P ATt A A o' AR e
19} vz 7EAl W 08 T ol ShE R Ao Adld 19 T Bl &

= skl o, ol & ¥ 19 Z71o|A HPLCE o] &3}

1A &S Felsk Yl A AW o] v Bo] gkl a1 3
Ao 12 2=l §li= 2wl skl 1 WA 50%(wiw) 2 Al =8 T

5 (%, wiw)

Y
R
o oot

Monomer |Dimer M:D (A) |(B) [(C) |(D) |E) |(F
(Allulose)

Hlnle1  [95.214 1.904 50:1 1 5 10 |20 |30 |50

A3l [94.855 1.901 50:1 1 5 10 |20 (30 |50

FSHE A B 25 aehd ] (Alo] 2], ST-105G)l 2o 121°Co) A 1587+
PS| Z=Q

= 9] ol A AR aelshA gkon, 4
exo] BEd FIE /b AZLS Sk AX ek $RE ARE 7ol
AF@o) A 103 A3 F, A6l 19] E 19] 271614 HPLCE o] 83
R =

BE AP 30 AR o, 1 A5Hs ofdf F 45} 2ok,
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[142] [3%4]
AE 5 T @5 (¥ % 100HMF 57
(%, wiw) |7]15%)
Monomer Dimer %
(Allulose)
H] 141 (A) 1 93.310 1.855 182.8%
(B) 5 89.406 1.847 458.7%
(©) 10 94.167 1.897 291.5%
(D) 20 92.072 1.866 337.8%
(E) 30 92.167 1.897 378.7%
(F) 50 90.453 1.872 577.5%
A3 4] (A) 1 97.516 0.765 114.1%
(B) 5 98.565 0.431 128.8%
(©) 10 98.560 0.449 144.7%
(D) 20 98.185 0.576 156.6%
(E) 30 97.524 0.797 219.9%
(F) 50 95.695 1.533 285.4%
[143] A A dEZ A olgdF{I LA 2eE A4 104 =, HMF9]
F7HEo] frelH o R A& Flo] Ely ) 71E Z 57} v §- ol HMF9]
A& A3 AbdstA] = kgl o, o] G EA SEE A oG Tl
AEE T A& F7e vl 194 @7t € A& 2P Aoz
wraretol T A8 Eelld At Blashd, fol A o= ek A o] 3l Aol
SRIET. 5, U E old 79 vlalste] dEZ2 2 o|dR{7F 7H o 9] g T2
HAE AAstal B3l a7 o4 oz =52 40
[144] ESH FEo s d-o A, HMF A4 B4 dd7Fo dul&Fo] W2 1%
AN B UFE TAd3 7FE 2704 HMFS] Al o] 71 A8 3Helskit). opwt,
AES- 7Lk ul L 19 B]Fte], &2 2 o|F{HE H7F3E A3 o 190 A
HMF2] AlAd o] frofd o= A5 ddio HAdS A AdT5= 3o EAEATt
[145] ol & Fall, wlg- 2129 71 AR dEE A o HIFEEFY
gpHbg Y1 = 1l HA S A A S G =L EER A ol R/HE
HMF2] Al A D 57 &5 db-5-9] Aol 7831 AF-8-3 4= st
[146]
[147] AA ) 2-2: S EZ 2 o|FF TFEH HMF AA

[148]

&
AAL o] 1ol M 2] 3t o] Fi(dimen)E 37| 1 59 o] &g ste] o] F 52

ofl
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[149]

[150]
[151]

[152]
[153]

[154]
[155]
[156]

H[ o] 47| vh8 Al mE Al Zxsk T

TAA R AFF A T b Eo] M e AA dEZ ACIA LA G
T8 99% olZhE ol gate] EFE ol Yl 2ETE HUH,
A FEoF FAFE 10%(wiw)E A 23] Aed 22 A3} <
AdE R ol AA o 104 Fe] 3 5 95% o) o] e R o|FFE A
Al Zste] H7het T wlRTIA & 24500 LalEte] 10% SRR A2 4L
A8 el 3R 42 AL TR A2 H ZF Al 2= HPLCE o] -&8Fo] A A4 19]

1

7]
F 19 2A B4 @ 2 A BAlelgl e, 8y H 59t o] 2 gkd
o (e}

&
F

_I}J'

o|F 7o Fol & AL I M;}
[3£5]
Al T4 G =3 elE TE

(AL 5% 100 715)

Monomer |Dimer Others Monomer:Dimer  [(%, w/w)
g2 (99.823 0.158 0.019 632:1 10
A3 |97.532 1.154 1.314 85:1 10
A4 (95241 2.145 2614 44:1 10

Ho Edj.g} HMF,J /ng]iﬂzo 35)—0] O],Oﬂx;]_ HMFO]

R SR BAAHA A 2590 95°Cl A 7HE Bk, 208
2] Al S
3 19] 27104 HPLCE o] &3ate] 43513t

wE AP 3 s on, 1 A vk ok X 67 Lo,
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[157] [3%6]
Alsd |7FE AIRE T4 G (LY 5% 100 71 5) [HMF 7
(G, 95°C) Monomer Dimer %
282 |0 99.8a 0.2a 100.0%d
20 99.8b 0.2b 110.3%c
40 99.7¢ 0.1c 120.5%b
60 99.7d 0.1d 128.2%a
0.000 0.000 0.000
A3 10 97.5d 1.2a 100.0%d
20 98.1c 0.9b 103.5%c
40 98.5b 0.6¢ 108.8%b
60 99.1a 0.3d 112.3%a
0.000 0.000 0.000
Ayl 4 10 95.2d 2.1a 100.0%a
20 96.3¢ 1.6b 100.0%a
40 97.4b 1.0c 101.3%a
60 98.5a 0.4d 101.3%a
p 0.000 0.000 0.110
[158] s A2 WEo g 2 o8 #2449 abedi= €& A 5o 7+ A 7k 7 3ol
w2 2l 2H(p<0.05)7F & ol vl
[159]
[160] ol {7t AT L3 Ao 2 A 4ol A=, TR o] G R A &
Wl AE Fgste] el = A oA ddi7t 23] 8 F7hsk= Aol
HMF

[161]

[162]

4 Zlo] gl E At}
2.1%(wiw) 328, A= A A
AU EE HMFE 7180 544 &

7

=

3
A sh= BITE - 2 A s 54%*8}%
olE T, dERL o) FHIL E

o A8k, HMFS] A4 & A&
wARFEe 7t A e A T
A3t dde TR A/

1l

& ]
A A}, ool e} GdF 2 HE A=
53] oG 7t 7HE wol
&+ l% °F 0.21%(w/w) %
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[163] o9} & A HAS B, FERZAE X3 o|FFHIF LA
SHRERAS o], FFH(EERZ )7 Dol o] & ¥3] 2 HA o] HMFZF A A = =
AL Frol4 o

[164]

[165]
[166]
[167]

[168]
[169]
[170]

[171]

[172]
[173]
[174]

[175]

A 5 H7be) = ARE Sk At Bl alst ol THE
Abgstr e, Al o] Bt S o) v A= ko] SRR Ao d vk AR S

ZE=t)

AN 3 UERE FFY TZ FA

HME A4 014 7]%50] gl= ol2 2~ o|gb B o] T2 Holslr] 98
A A e 1941 ¥e] & D1, D20l T8 A ESI-MS, 1H NMR, 13C NMRS %3]
TE2E E483l

FAHOR ol g Fe WY S F

Ot

HA 25 F4 sk

Major 6-O-f3-D-Psicopyranosyl-a-D-psicofuranose<>, ® 2] -4 & 7} ESI-MS
m/z 365 [M+Nal+; 1H NMR (850 MHz, D20) éH 3.44 (1H, d, ] = 12.0 Hz), 3.47 (1H,
d,J=12.0 Hz), 3.56 (1H, dd, J = 11.0, 5.0 Hz), 3.60 (1H, d, ] = 12.0 Hz), 3.62 (1H,
dd,J=11.0,2.5Hz), 3.70 (1H, br d, J = 12.5 Hz), 3.75 (1H, d, J = 12.0 Hz), 3.75 (1H,
br ma), 3.82 (1H, br d, ] = 12.5 Hz), 3.84 (1H, br s), 3.92 (1H, t, ] = 3.0 Hz), 3.97 (1H,
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, 81.2, 101.8,
103.4.

Minor 6-O-B-D-Psicopyranosyl-f-D-psicofuranosei=, ¥ 2} 574 & 7} %, ESI-MS
m/z 365 [M+Nal+: 1H NMR (850 MHz, D20) 8H 3.49 (1H, d, J = 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
(1H, br d, T = 12.0 Hz), 3.82 (1H, brd, ] = 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 8H 4.70]; 13C NMR signalsb 86C 57.7, 61.4,
62.2,64.7,64.8,69.0, 69.2, 70.8, 74.4, 80.8, 101.8, 105.9.

o

1 AT}, DIo) AR ER 2 ool 817 88t 19] 72 E 2k A
g9lstait.
[=Fet4 1]
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[176] HO

0]
”‘i{,l
/OH
"'f, E
//// —_—
HO T OH HO
OH

[177]

[178] T3 D1+ major = minor form 2] 27}FA] & B} & 714 (X2 3), major form$!
6-0-B-D-Psicopyranosyl-a-D-psicofuranosei= 3F7] #1812 2, minor form<!
6-0-B-D-Psicopyranosyl-B-D-psicofuranose+= 3} 7| 3}8}2] 39| 3+ 25 2t= A&
gelstsiet.

[179]

[180] [s}38H2] 2]

[181]

-
-
-~
—
—
-
—
—

\ 'f,i//
HO 70H H

Ol
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[182]
[183]  [3}5H4] 3]
[184]

[185]

[186]

[187]
[188]

HO\
HO S

'ltfl
"on

‘\\\“w

HO'

-
-
-
-
——
.
—
—

H

el HILIE

H

8} e}2] 29] 3}3E(6-O-p-D-Psicopyranosyl-a-D-psicofuranose) 2 &} 3H& A=,
3}3}2] 39] 3}3}E(6-O-B-D-Psicopyranosyl-B-D-psicofuranose) & 3} 3= B2
B skt

517 D2i= A7) 31814 13 T2 o] A A AR FE e o] 2w B B
49] B g Yol mpEy e S| =2 A7) 9} e G B2 A 122he] 1 X
6W(CL WA C6) B % o] = 3lu}o] Bhae] 3| E A 7] o] Za]HA =
7 ¥ (glycosidic bond) €1 A1T-5F 98 & 2 o FHEAS SFelolth

ol o] Mro RN E, B Z o] Sohiz 7| &ioke] YelRfz B F4lo] 1
7144 Apelu Bl 542 wAsA 2 thE TAL ez A
9tk A2 ol ® 5 9 Aol ek olsh #A ko], o] gl A 7148

AN S BE Aol A Aol #4H9l Aol ol Aew

ol okt G}, 1 o] Wl Y] A AP R ohs Foehs 59
PFu A o D uS 1) a 1 Sk A RV EEEE BE WA B
BT Felv} 3 29 Welel THEE Ao s4Holof By,



