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£ g A (Albiziae Cortex)

- HE
A RS FREBL TS 104

CRFZETER
(- )HPLC ®E 2 k47§ 1+
Waters 2695 Separation Module » ¢ 7 Waters 2996 ~ Photodiode Array
Detector ; & 17 ¢ 1L Cosmosil SC18-AR Column (250 x 4.6 mm, 5 um) °
(=) UPLC ®E 2 k47§ 1=
Waters AcQuity Ultra Performance LC » # 7 Binary Solvent Manager ~

Sample Manager ~ PDA Detector ; & +7 ¢ ++ Waters Acquity UPLC BEH
C18 Column (100 x 2.1 mm, 1.7 pm)

9%@HC&M%@MHXK%NNREGEMEMS:Hﬂ%%@
PLp *t Sigma-Aldrich Co. > ¢ FR(95%)pEp > B P it 1WA 5 Lo @
85% kL B >t Merck o
(=) H& 5
T 5 ()-7 A #7 e -4-0O-B-D-v v 45 A -(152)-B-D-vva ff § 42 H
((-)-Syringaresnol-4-O-B-D-apiofuranosyl-(1—2)-p-D-glucopyranoside) p#
ptRE MR 98% 1 F oo

o~
(- ) REFBRAERF
Ak o B R T 05g B SOmL = £48755¢ o
/Féi‘ﬁ * P EEST5%T R~ 50%7 B ¢ fR~75%2 fEfo 50%2 fE & 20mL
A2 H ,,stfaf)%@“’(ﬁ 300 W » #g % 40 kHz) 30 4 48 > /4 #r{s 12 No. 2 Jm
WiB iR 0 P~ Rik 4 3 £ 48k (Syringe filter, PTFE 0.22 um) » {8 o & 4+
2miﬁ”%Iuﬂﬁ%ﬁ%mﬂﬁ’MWMw4n%ﬁi%ﬁ%H”
& @ 40Dk d F kA -(oDPD- v F (O
Syringaresnol-4-O-B-D-apiofuranosyl-(1—2)-p-D-glucopyranoside) # = /&
AR REN ) YRS T

=) BRI REGTR
Pk mds A8 05 g AR & SOmL = & 4875507 o A A4
75% P 20 mL » A2H R AR F 300 W o 47 40 KHZ) 30 4 4
"2 No. 2 i S8k » hit e 75%7 B 2F 1 20 mL » 43 £ i (Syringe
6



filter, PTFE 0.22 um) » B~jgi% > & o & 4-20 uL ;= » HPLC » & /A%~
AL AR %:iﬁﬁ’»‘éﬁ’Ef'liﬁ’fﬁfg\lfv}?}igﬁ’*%i TiE R EE
S

(Z) #$REESZR
BeAR 3 5()-7 4 A B -4-O-B-D-rk v 4 A -(1-2)- B-D-viva 7§
# 1 ((-)-Syringaresnol-4-O-B-D-apiofuranosyl-(1—2)-B-D-glucopyranoside)
HAAH L 1.0mg > 4 10mL 07 FEl &5 1 mL 5 (-)-7 4 #7 f5-4-O-p-
D-v% va i 4% 2 -(152)-B-D- v v § % #% 3 ((-)-Syringaresnol-4-O-B-D-
apiofuranosyl-(1—2)-B-D-glucopyranoside) 100 pg/mL =& 8 =ik i 75 % o
T ® AR D 25 pg/mlL | A HRARE SRR

(z) %ﬁr‘%;‘;ﬁ i
Sk A (B % 20 BLEF )X 0.5 g M AEfLE 0 B S0mL 46255% ¢ o
HFTSe » 75%7 FE 20 mL v AT A BT AJL(F 5 300 W o 4E F 40 kHz)
30 A48 0 12 No. 2 g iilil > A ENA EAFRI- =0 £ HIRpR RS
g% 20mL 22 TEHELY o4 75% 7 B TF X % AR 043 £ B ig(Syringe
filter, PTFE 0.22 pm) » B~jgi% > T o

(I ) Rl
L Fr e PR 0 A R 2 He 8RR & 20 ul A~ HPLC > 2> *
ﬂ%ﬁﬁ Bpir? (7 8 #oa s -4-0--D-vk i 4 A -(152)-p-D-r
w # % # H ((-)-Syringaresnol-4-O-B-D-apiofuranosyl-(1—2)-p-D-
glucopyranoside)snz & » 1§ o

(=) s
AL B (-)-7 & B 5 -4-0-B-D-vk v 3 4% Ak -(152)- B-D-rvd § 5
# 1 ((-)-Syringaresnol-4-O-B-D-apiofuranosyl-(1—2)-B-D-glucopyranoside)
I R A za/m& (100 pg/mL)> 12 @ FEAFR A = 7 (1)-7 4 #7f=-4-0-
B-D-v* v % A -(1-2)-p-D-+t v ¥ § # H ((-)-Syringaresnol-4-O-B-D-
apiofuranosyl-(l—>2)-B-D-g|ucopyranoside)A\ B 5 50~25-10~5.0~1.0 e
B ZA R o 11 Rk 2820 pL A ulii » HPLC &7 2B A 47 0 I #
Rt 2 O B i (y p)Toff b 2 kR (X fh)iE TR TR T
Pz SN y=ax+bip i A#c R%-

(=) WrR 2%



Y2()-7 A #tg e -4-0-B-D-vk va A A -(152)-B-D-v+va § F 4% H ((-)-
Syringaresnol-4-O-B-D-apiofuranosyl-(1—2)-B-D-glucopyranoside) & & 3
25 ug/mL SRR oA FH T 45 121 (-)-7 A HH s -4-0-p-D-rk

T M A -(1-52)- B-D-+ v ¥ F 4 i ((-)-Syringaresnol-4-O-B-D-
apiofuranosyl-(1—>2)-[3-D-g|ucopyranoside) S B ff S dp e RO R
B 5

(~) PREER TR

1. FRMEIBF-23 BEEA B A REEARSIRUAF > ELF
%ﬂi’g‘r E A RSB R ’1¢ﬁ/?£’u()"éﬁfﬂﬁﬂ4OBDp#
T ¥ & -(1-2)-B-D- & § F # F ((-)-Syringaresnol-4-O-B-D-
aplofuranosyl (1-2)-B-D- glucopyran03|de)mg %) & dp H 0 FdAp
HEEZ o
2. AERMLIBR - P B EEAS A B EBARSBRUE UK
EEAWMSER B 02481624 ] FF2ipl 2 > 11(-)-
T A M Be -4-0-B-D-+% ra i 4% A -(152)-B-D-+tvm F F A FH (()-
Syringaresnol-4-O-B-D-apiofuranosyl-(1—2)-pB-D-glucopyranoside) =~
P g AR RO

(1) WpHar e L EBUER

18 P[4 *(limit of detection, LOD) : #-¢ sk & 2 & & 504 7% Lﬁéfr;ﬁ&
B8 Bt S =3 P2 kR (TA M RHERE I E TE R
(limit of quantitation, LOQ) #¥-e ok R 2 %ﬂ}ﬂam i STHR > X
Beiit L =101 P2 kR 0 T 5 T ERAGIE -

(+) e fek sk

(_J.

Bt ()7 4 i -4-O-B-D-rk v K 4 Ah-(12)-B-D-vs i §
((-)-Syringaresnol-4-O-B-D-apiofuranosyl-(1—2)-p-D-glucopyranoside) z &
Sl A EHE AN 02 g MAALTT 0 A usr I mLe(-)-" &4
#3 fia -4-O-B-D-v% vy 7 4 2 -(152)-B-D-v v § ¥ #& H ((-)-Syringaresnol-4-
O-pB-D-apiofuranosyl-(1—2)-B-D-glucopyranoside);% ;% (50 ug/mL) » T J%4#&
SRR IR

- ) HPLC % #7if i%



1. & 47 ¢ : Cosmosil 5C18-AR Column (250 x 4.6 mm, 5 pm)
2. ¥ RIAE UV 204 nm
3. wig f 0.8 mL/min
4. FHE R 135°C
5.1 ~% 120l
6. # & 4p -
P& F (min) v # (%) 0.1%#4 iz (viv, %)
0 18 82
40 18 82

(=) 43 LAz ERT
Bobpid BB EMiRRSAREAE P Z_ARSZR B 20
UL i 4 = 473 » HPLC » #7{8 T 3ol % & ff i [ 25835 5 4 2 ()
& B 5 4-OpD- ok v O & (152D b FOF B (O
Syringaresnol-4-O-B-D-apiofuranosyl-(1—2)-p-D-glucopyranoside) 7 4

e
(+=2) & Ak &2 UPLC k4705 2
1. & 47 ¢ : Waters Acquity UPLC BEH C18 Column (100 x 2.1 mm, 1.7 pm)
2. ¥ BLAE UV 204 nm
3. i 0.4 mL/min
4. pHER 135°C
5.4 ~% 1 1.0puL
6. # & 4p -
B & (min) e % (%) 0.1%# & (viv, %)
0 8 92
10 8 92




I-~2%
(=) B2 5 ()7 4 B 5 -4-0-B-D-v% v % 4 1 -(1—2)-B-D-rtvis 5 48 5 (()-
Syringaresnol-4-O-pB-D-apiofuranosyl-(1—2)-p-D-glucopyranoside) z. HPLC
R A7
W R 1707 A AR (-7 B A 5 -4-0-B-D-vk v 7 i A -(1-52)-
B-D- = wa § % # i ((-)-Syringaresnol-4-O-B-D-apiofuranosyl-(1—2)-B-D-
glucopyranoside) & & 5. e 4% (B - ) °

os0] (-7 & M 5 -4-0-B-Dosi v 5 A (152)-BoD-v s 5 M

0.60-]

2
x i
0.40]
0.20]
0.0 N

T T T T T T T T T T T T
000 200 400 600 800 1000 1200 14.00 16.00 18.00 20.00 22.00 24.00 26.00 28.00 30.00 32.00 34.00 36.00 38.00 40.0C

Minutes

B- ~ (-7 4 £ e -4-0O--D-v4 v 5 % A -(152)-B-D-4va i § 4 (()-
Syringaresnol-4-O-B-D-apiofuranosyl-(1—2)-B-D-glucopyranoside) & & 5.2 ;% 2_
HPLC % 17§

(=) ® & &A% S2 HPLC & 47
AT RER 178 AT L EA R ST ()7 4 H e -4-0O-B-D-rkwh
# A -(1-52)-p-D- = w § § # 3 ((-)-Syringaresnol-4-O-B-D-apiofuranosyl-
(1—>2)-B-D-glucopyranoside) cjs 4% (Bl = ) » ~ 3F 2 R> 159 £ L F]+ 54 T
=112 9k A B R R

0.30

0.20;
] (-7 A #7415 -4-O-B-Dovk s 7 4 Jh-(152)-B-D-v v § H B3

h W

0.00

L B L e B B e e

000 200 400 600 800 1000 12.00 1400 16.00 1800 20.00 22.00 24.00 26.00 28.00 30.00 32.00 34.00 36.00 38.00 40.0C
Minutes

=)
<

Fl= -3 & & A ths2 HPLC & 47 )
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Z) REREFBHRY
TS%T B B A HLRE 0 B L EHE RSB ()7 4 A i -4-0-p-D-r v
T A& -(1-2)-p-D-=+va § § # H ((-)-Syringaresnol-4-O-B-D-apiofuranosyl-
(1—2)-B-D-glucopyranoside) i & & #% = = > Biow 75%" f% 5 B i3 F B3 dko
Fom N R BEF B R

()7 % #f*a 5 -4-O-B-D-v4 i 5 h-(1—2)-p-D-
% e § § 4 4 ((-)-Syringaresnol-4-O-B-D- B i 5P
apiofuranosyl-(1—2)-B-D-glucopyranoside) & *# & f%
" % 643692
75%" fiE 1576094 V
50% " f% 1417137
¢ g 127612
75%¢ fiE 1134524
50%¢z f% 1482638

(z) REEPIHGFR
BEHTEPA gk R L © ()7 F 4 5 -4-0-B-D-st v 7 A -
(1-2)-B-D-++va 5 % # H ((-)-Syringaresnol-4-O-B-D-apiofuranosyl-(1—2)-p-D-
glucopyranoside) % 2~ % 2 (>98%)

R TS st i
()7 % #f*a 3 -4-O-B-D-v4 % 5 4 h-(1—2)-p-D-
75%° fE 5P~ fic | tva F F A H ((-)-Syringaresnol-4-O-B-D-apiofuranosyl-
(1—-2)-p-D-glucopyranoside) i *£ & ##

¥ - =% 1548201
% - = 184252
== 21172
% =X N.D.

(1) &% &()-7 4 4% 5 -4-0-B-D-v4 v 7 4% 2 -(1-2)-B-D-w+va § F 44 ((-)-
Syringaresnol-4-O-B-D-apiofuranosyl-(1—2)-B-D-glucopyranoside) # & 4t
B RR )T A M 4-O-pDork v A B -(1-2)-B-D-t v i A
# ((-)-Syringaresnol-4-O-B-D-apiofuranosyl-(1—2)-8-D-glucopyranoside) (x) ¥f
LR RATHE G fDF BE()TE IR EAR D A2 L y=206592x — 72476 >
R?=0.9998 » &1 k& o 1.0-100 ug/mL $ 24 s i B (2 (=) -

11



25000000 -
y = 206592 - 72476
R2=0.9998
20000000 -
15000000
[35
o
< 10000000 |
5000000
0 (o | | | | |
0 20 40 60 80 100
concentration (nug/mL)

Bl= ~ ()-7 A B9 e -4-O-B-D-v4 vy T HE & -(152)-B-D-w+vm i § 4% 3 ((-)-
Syringaresnol-4-O-B-D-apiofuranosyl-(1—2)-p-D-glucopyranoside)
2t 2 SR

%2~ (-7 & M -4-0-B-D-rt i 3 4 b -(1002)-B-D-r s i 5 3 (()-
Syringaresnol-4-O-B-D-apiofuranosyl-(1—2)-p-D-glucopyranoside) 2. & &

= fg 0

¥R & kR (ng/mL)| S fE S Az R?
(-7 B #7a s -4-0-p-D-rk v 1
A -(152)-B-D-v v 7§ M3
((-)-Syringaresnol-4-O-3-D- 1.0-100 y =206592x—72476 | 0.9998
apiofuranosyl-(1—2)-p-D-
glucopyranoside)

(=) £ RAEEH R ER
B AR A 0 4% HPLC % £ 5 2 i rgh 245 0 (-7 4 s fs-4-
O-B-D- % v 7 #% Ak -(1-2)-B-D- =+ va § § #%& 3 ((-)-Syringaresnol-4-O-p-D-
apiofuranosyl-(1—2)-B-D-glucopyranoside)#f 7z & 2 4p - % £ 5 1.21% £ R
M2 AP¥EEE S 1.64% 0 390 ki R K o

(=) R RE=
d % T 0@ ae(5)-7 A e -4-O-B-D-vx v F g A -(152)-B-D-rtvd §
F # 3 ((-)-Syringaresnol-4-O-B-D-apiofuranosyl-(1—2)--D-glucopyranoside) 7
4 P pEp R APEHRE LS 131% 0 R LR ] 0 FATF REILT R
24 pEp A flEa s < LR o

12



() BpHE e € B4R T %

(-)-7 A #f7g pr -4-O-B-D-+% va 37 4% & -(152)-p-D-++va § § # F ((-)-
Syringaresnol-4-O-B-D-apiofuranosyl-(1—2)-p-D-glucopyranoside) @ ] & *2
(limit of detection, LOD) 3 0.2 pg/mL (B]z ) > Z_# #&*Y(limit of quantitation,
LOQ): 1.0 ug/mL (BT ) -

0.010

0.008

(-7 A B P -4-0-B-D-vk s 5 h-(102)-B-D-v v § 5 4B 3

0.006-]
o.oo4—f

o.ooz—f /
ooo0] WMWMWWMWWWWWWMMW«WMMWMWW
-0.002: 1 \

T T T T T T
0.00 5.00 10.00 15.00 20.00 25.00 30.00

Minutes

AU

T
35.00 40.0C

Blw ~ (-)-7 B A7 e -4-O-B-D-v4 v 7 4% 2k -(152)-B-D-vvmn F F 45 5 ((-)-
Syringaresnol-4-O-B-D-apiofuranosyl-(1—2)-B-D-glucopyranoside) 2. LOD 4 +7 ]

0.030

(-7 & H7 f-4-0-B-Dos s 3 4 (1-52)-B-D-v v 7§ 43

0.020-

0.010- /
0.000—wt i y Areielgraent b, /\u'

—— ———— [
0.00 5.00 10.00 15.00 20.00 25.00 30.00
Minutes

AU

—
35.00 40.00

BT~ (-7 & % -4-0-B-D-rk 18 3 e h-(1—2)-B-Dovw s i 5748 3 (-
Syringaresnol-4-O-B-D-apiofuranosyl-(1—2)-B-D-glucopyranoside) 2. LOQ 4 +7 &

2w o~ LIRSk A AT

- (-)-7 A #7 p5-4-O-B-D-v v T ik Fh-(152)-B-D-veva § 5 4% 5 ((-)-
/E; " |Syringaresnol-4-O-B-D-apiofuranosyl-(1—2)-B-D-glucopyranoside)
kA R.S.D. (%)
A FER
25 pg/mL 1.21
(n=5)
b0
P # &% % (No.1) 1.64
(n=5)
£ T
i # &% % (No.1) 1.31
(n=6)
i8R
" 0.2 pg/mL ]
(n=1)

13



f
P
W

1.0 ug/mL -

(1) A
A ()7 A A e -4-0-pD-rk v kA -(I-D)p-D- v i H A (()-
Syringaresnol-4-O-B-D-apiofuranosyl-(1—2)-pB-D-glucopyranoside) T 35 w 4t
98.80% » AP ¥HEHE i/ AL 2.31% °

3~ (-7 M a-4-0-B-D-r b 3 4 b -(1052)-B-D-r s i 5 3 (()-

Syringaresnol-4-O-B-D-apiofuranosyl-(1—>2)-B-D-g|ucopyranoside);‘;’]t A Ee

&

EHALQ)| 7R | 42 E | BERE | wiF | Tiwied |RSD.
(No. 1) (mg) | (mg) | (mg) (%) (%) (%)
0.2108 0.068 0.05 0.118 100.0
0.2036 0.068 0.05 0.117 98.0
0.2111 0.068 0.05 0.119 102.0 98.80 2.31
0.2020 0.068 0.05 0.116 96.0

0.2007 0.068 0.05 0.117 98.0

B

g |l iw|IN |-
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)r»/‘?ﬂ AE&P‘»;&/P

10 #+ & Frf #4f 2

z 2R KP%(ng#W)'Q‘?%\'}‘ BT ’() - éﬁfﬁqﬁ” -4-

O-B-D- v v 7 #% A -(1-2)-B-D- v+ va § § # 3 ((-)-Syringaresnol-4-O-B-D-

apiofuranosyl-(1—>2)-B-D-gIucopyranoside) z

£ 5 0.022-0.044 > £+

& B F

Pt s A ()-7 & #H% 5 -4-0-B-D-v% v F 4% 2 -(152)-B-D-w v § 5 4% 5
((-)-Syringaresnol-4-O-[3-D-apiofuranosyl-(1—>2)-B-D-g|ucopyranoside)E'ﬁg £ 7

L T/\ 0 03% /:_
%55%q¢%#

o A (-7 4 s i -4-O--D-r4 s 3 A fh-(1-2)-p-D-v
53 108 3000 (%% 5 6500) ¢

B DHD B EBAREL ()T F A -4-0-B-D-sk v A -(1—2)-B-D-m
v& § % #% 4 ((-)-Syringaresnol-4-O-B-D-apiofuranosyl-(1—2)--D-
glucopyranoside) z &

¢ #4 #%H3(No.)

()7 & B 5 -4-0-p-D-vk v 5 4 o-(1—2)-p-D-r %

5

¢ EE 4 S 5h(NO

7 £ (%)
1 (NF) 0.034 6 (SC)
2 (NJ) 0.044 7 (SE)
3 (NN) 0.022 8 (SG)
4 (NR) 0.035 9(SJ)
5 (CG) 0.027 10 (SU)

15



(+-) # & &g F4t2 HPLC 4p 2 Rl3¥ e =
Bty 8L EA MRS R E 10 uL i gk 0 38 7 HPLC 4p % B)3#
iR e

1. & 47 ¢ : Cosmosil 5C18-AR Column (250 x 4.6 mm, 5 pm)
2. ¥ BLAE UV 204 nm
3. ik 1 0.8 mL/min
4. FHE R 1 35°C
5.1 ~% 120l
6. # & 4p -
% ¥ (min) z 7% (%) 0.1%#k & (Viv, %)
0 18 82
40 18 82

0.80

(-7 B Bt 5 -4-0-B-D-vk v T4k A -(152)-B-D-rtva § 5%

0.70

=
o

N
60— W N N

f /

0.50

>

1
f (\

D 0404
<

\AW\/% 6
I N
0.30 5
! 4
0.20+ “\
it 3
oo ‘n\‘l’j \ ‘M j‘a& A A .
ool N e ) 2
MM\\JML
0.00+———
L B o L B B o B B T o B
000 200 400 600 800 10.00 1200 1400 16.00 1800 20.00 22.00 24.00 26.00 28.00 30.00 32.00 34.00 36.00 38.00 40.0C
Minutes

Bl ~ 1034 & frd #1142 HPLC 4y ¥ Rl3¥
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(+2) #FF&()-7 4 AP -4-0-B-D-r4 v 5 4% 2 -(152)-B-D-vvas § § 45 H
((-)-Syringaresnol-4-O-B-D-apiofuranosyl-(1—2)-p-D-glucopyranoside) 2.
UPLC & #5
WA TR 281 A AR T (-7 f B B -4-0-p-D-vk rh F gk A -
(1-2)-B-D-v+va § % # 4 ((-)-Syringaresnol-4-O-B-D-apiofuranosyl-(1—2)-B-
D-glucopyranoside) & & & e 4% (] = ) o

(-7 A 474 5 -4-0-B-D-vk v i A -(152)-B-D-v v 7 4% 5

X

N S —
1.00 2.00 3.00

Bl= ~ (-)-7 % A7 e -4-O-B-D-v% v 7 4% 2k -(152)-B-D-vvan F F 45 5 ((-)-
Syringaresnol-4-O-B-D-apiofuranosyl-(1—2)-B-D-glucopyranoside) & & 5.2 ;% 2_
UPLC & +7 ]

AU

Minutes

(=) # 8 &FAKS2 UPLC k47
WRGREE 282 A&k S EA KRS ()7 A M e -4-0-f-D-rk e
T ¥ £ -(1>2)-B-D-++ v § F # H ((-)-Syringaresnol-4-O-B-D-apiofuranosyl-
(1—2)-B-D-glucopyranoside) e *% (@] ~ ) °

" (-7 &M% 3 4-0-B-D-r4 v 3 i h-(12)-B-D-r 5 i 5 M 3

AU

T T T T T T T T T
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.0C
Minutes

B~ & & A K& UPLC & 47
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(+2) ()7 A 47 e -4-O-B-D-r vin 7 #E 2k -(1-2)-B-D-wtva § F 4 H ((-)-
Syringaresnol-4-O-B-D-apiofuranosyl-(1—2)-B-D-glucopyranoside) 4 =+

Fal AR
&% 3% 1 C33HasO17 5 Mol Wt. 2 712.69 5 mp : 118-120°C ; v ¢ F48 o
(+3 ) ()7 % #% f> -4-O-B-D-v va 7 4% 25 -(152)-B-D-v+ v § F 4 H ((-)-

Syringaresnol-4-O-B-D-apiofuranosyl-(1—2)-p-D-glucopyranoside) 7

2

18



(&%) ()-7 A #f* pa-4-0-B-D-v s 5 4 dh-(1-2)-B-D-r 58 i 574 3 (-
Syringaresnol-4-O-B-D-apiofuranosyl-(1—2)-p-D-glucopyranoside)
'"H NMR ®]:#

Lk
Jl '. Ll DR

s

? L) Ll

R TR -
IR

B4 ~ ()7 A4 e -4-O-B-D-r v T 4% 2k -(1—2)-B-D-wtva § F 4 H ((-)-
Syringaresnol-4-O-B-D-apiofuranosyl-(1—2)-B-D-glucopyranoside) - 'H NMR ]
#(CDs0D)

(+ =) ()7 A 45 pr -4-O-B-D-v% vaa 7 5 A -(152)-B-D-v v i F #% 3 ((-)-
Syringaresnol-4-O-B-D-apiofuranosyl-(1—2)-p-D-glucopyranoside) =
BC NMR B

L e e e e T T L LT b
S RIERR N IIIEINNL eI IIoN NS TN IssIsIIIIIIIIININNINLS
I

NI

Bl (-7 A g 5 -4-0-B-D-sk v 5 4 3 -(152)-B-D-vtt 7 § 43
((-)-Syringaresnol-4-O-p-D-apiofuranosyl-(1—2)-B-D-glucopyranoside) - 13C NMR
] 3#(CD30OD)
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(=) ()7 A A% pr -4-0-B-D-+% v 7 4% 2 -(152)-B-D-w v § F #% 4 ((-)-
Syringaresnol-4-O-B-D-apiofuranosyl-(1—2)-B-D-glucopyranoside) =g
ESI-MS Bl :#

Trermo GEactn Foos QRTVIT 10047 04 [-Hyrrgareanch-4-CHiats DHapesty] -FyTinganesnol-4-C Dt D igschuni

HESIME
{-Hiyringacosnch-4-O-bata- D-apendananotyl 1 -2)-bals-D-gcopeanonde I78 AT 078 AV 1 ML 350ET
T FTMES - p EGI Full rres 450 0000- 1200.0000]
00— T19.2458
L -
e [M-H]
L
Bl /
o
&5
j |
553
g S
i FTE
“od T80
i
3
%5
205 I
El |
153
wd TIAIBED payzans
8 | Taazae | Tiszsa 243 3008
- = — -L...-..-.-'...L._._.Ll._.'___._,_,_,.__,_, ,,,,, S
500 om0 B0 BBD EB0  TOD TR0 A0 VA0 TeD  BD0 B0 B4D 880 B0 B00

B+ -~ ()-7 A pe-4-0-B-D-vx v % % 2 -(152)-B-D-vva § § 45 5 (()-
Syringaresnol-4-O-B-D-apiofuranosyl-(1—2)-p-D-glucopyranoside) <77 ESI-MS )

(44 ) (-7 4 #7% e -4-O-B-D-+% v % 4 2 -(152)-B-D-vva § § 4 H ((-)-
Syringaresnol-4-O-B-D-apiofuranosyl-(1—2)-p-D-glucopyranoside) =n

FTIR B
&
T " S
2 - 1
[ y -"I .
2 T
: lI . [ ALY
{ 1 v
50 / | 14
a8 f N I !
- IR || |
E . - HIRANARI
2 = ...-' | i. 1 1 1
* \ / IBRIEEE
y | & | i §
| | = I |
. EE
] 1Ly 10 |
: £ bl
5 | 5% gig Rg§ 5
. - §78° Refal
o = ;3 §; ] L
. H
w
T
280 %00 2500 e 1505 00
Wby for 1)

B+ =~ ()7 A #a pe-4-0O-B-D-wx v 7 A -(152)-B-D-»+vm § § 48 H (()-
Syringaresnol-4-O-B-D-apiofuranosyl-(1—2)-B-D-glucopyranoside) - FTIR B] 3
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(=) ()7 A #g pe -4-O-B-D-v% vaa i % 2 -(152)-B-D-vva i F #% 3 ((-)-
Syringaresnol-4-O-B-D-apiofuranosyl-(1—2)-p-D-glucopyranoside)
UV RBl#

B+ = ()7 & A s -4-0-B-D-wk s 1 -(1—52)-B-D-w s i 5743 (()-
Syringaresnol-4-O-B-D-apiofuranosyl-(1—2)-p-D-glucopyranoside) 7 UV B 3%
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=+ = ) ()7 A B e -4-0-B-D-rk ra T g A& -(152)-B-D-w+va i § 434 ((-)-
Syringaresnol-4-O-B-D-apiofuranosyl-(1—2)-B-D-glucopyranoside) i
i SRV E R

HO Ad
HO 7%
HO
2= ()7 A 4 -4-0-B-D-sx b A h-(152)-B-D- b 5 AR (-
Syringaresnol-4-O-B-D-apiofuranosyl-(1—2)-B-D-glucopyranoside)
i ~ i § =4 (CD3:0D)

position ou (600 MHz) dc (150 MHz)
1 3.12-3.16 (m) 55.5%
2 4.75 (d, 4.8) 87.2
4 3.89-3.91 (m), 4.25-4.30 (m) 72.9
5 3.12-3.16 (m) 55.7%
6 4.71 (d, 4.8) 87.6
8 3.89-3.91 (m), 4.25-4.30 (m) 72.9
1’ - 139.2
2’and 6° 6.69 (s) 104.9
3’and 5 - 154.6
4’ - 135.1
1”7 - 133.1
2” and 6” 6.65 (s) 104.5
3” and 57 - 149 .4
4” - 136.2
3’>-OMe and  3.84(s) 56.8"
5’-OMe
3”-OMeand  3.84 (s) 57.0%
5”-OMe
Gl 5.07(d, 7.2) 102.7
G2 3.68-3.72 (m) 78.7%
G3 3.45(t,9.0) 71.3
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G4 3.53 (t, 9.0) 78.6"
G5 3.12-3.16 (m) 78.1
G6 3.63 (dd, 12.0, 4.8), 3.68-3.72 (m) 62.6
Al 5.46 (d, 1.2) 110.4
A2 3.99 (d, 1.2) 78.0
A3 - 80.9
A4 3.67 (d, 9.6), 4.02 (9.6) 75.6
A5 3.58 (d, 11.4), 3.71 (d, 11.4) 66.4

%Multiplicity, J in Hz) in ppm. **%interchangeable
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v
b
Y

4 & 7 ALBIZIAE CORTEX

# < % ! Silktree Albizzia Bark

& & 24 Leguminosae {£ 4= & g Albizia julibrissin (L.) Durazz.sh3z A4 o
- N33

() &3 R [FE2221](EHF" L 5%-%2013; 7 L AL R
1 2015)
—BAEEH R 1.0g 4 50%"% f% 10 mL > &2 1 /] pF >
iﬁ'g} W2 30 4 4B @/@, /%,/1 k4 1}]‘4 iz R4k S
mL @ 2 73 f3> k3% & 7 [BIRFEZ B2 00 & X S5mb>
Bk EHLT ERAR RN I AR R 05
mL & 2 3 f% > T &5 7%
[F7=22)] (A7 EHEESAP)
—B Ak F Rk 1.0g 0 4 50%2 fE 10mL » 425 & AJZ 30
w0 iy 0 it RHEE §C 0 AR 50%2 % 0.5 mL i@
2R TR REIAR o
[52223)(p FB%)Y
—PAgFkk 1.0g 4 A3 10 mL o 424 A &g 30 &~
45 0 WEig 51@?&5%3%?1. ¢ A4 Y py 1 mL i€ 203 % »

TaREaR o

(=) HEREFS  P()-7 A #7505 -4-0-B-D-rk e FE A -(152)-f-D-vtva §f-
% % ¥ # 3 ((-)-Syringaresnol-4-O-B-D-apiofuranosyl-(1—2)-B-
D-glucopyranoside) ¥ P& #& 2% 5> 4r 7 Az @ =& ImL 7 0.2
mg AR o (T A HBIEERR
(=) & & +  HPTLCsilicagel 60 Fas4 > 10 cm x 10 cm ~ 20 cm X 10 cm
(=) B B & [BEH 1] (BALHF? 2L 5% - K 2013 49 &4
2 X AeEE L 2015)
— - FT I IR (13:15:12)RE BT AR 10
mL £ 7 % 0.1 mL " &];8 &
[ER&2) (A7 BHEES APV
— - F " mITE IR (7I301)RER BT R 10mL
29 A 0.1 mL - 5)R &
) B B # 10cmx10cm~20cm x 10cm
(=) & B ERREALTIHEF IS5A& VAR > BEFIEHE 8cm -
(=) % &t 11 10%FEL e fF3E R (H2SO4/EtOH TS)#f 7% t6 » 105 C 4

BRI RS FA 0T LT AL -
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I FREEZERRR

F 5% P 106/03/09

Ap ¥R & (RH) @ 42%

B EMRT) 23 C

[EE#2)] (AE? EHEESAP)—=F"RITEFB Ik (7T:3:1)RE
6> BT ik 10mL & 7 5t 0.1 mL +* &R &

I

B A 23 g
()= & A% 5 4-0-P-Dovk s ¥ 4 (1 2)-p-D-v
1>2-3 # % # 3 ((-)-Syringaresnol-4-O-B-D-apiofuranosyl- | 1> 2> 5puL
(1-2)-B-D-glucopyranoside) (0.2 mg/mL)
4-556 ¥oia 10 [5820% 1] 2-5>8uL
7829 ¥ewdir 10 [F520% 2] 2-5>8ulL
10- 1112 | &3 10 [F522 3] 2-5>8ulL

BREE I3EFE SRR F T R AN)-T B A -4-0-B-D-v4 v F AR A -
(1-2)-B-D-rvm  F4EH > m d *0 R E > 2R H T2 wEH [F5252
3)-

EHBILE ()7 F A 5 -4-0-B-D-vk v 7k A -(152)-B-D-rt s F 5 4 H (-
Syringaresnol-4-O-B-D-apiofuranosyl-(1—2)-f-D-glucopyranoside) & # &% /& 2
ul > e &gk [F52 2 3] 5L -
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S VAR ARER

F %P ¥ 1 106/03/10

ip 4 R (RH) @ 53%

B EMRT) 23 C
[Bma 1] (is4E4? 2 5% 2013; B4 4 L fe@EL 2015)
—o AT T ok (131502 & BT AR 10 mL £ T 0.1 mL
GRS
[5522 3] (f B %)—HPTLC 10%#fee i ¢ 47 Lkt 4 (()-7
A H7a e -4-0-B-D-v v 57 4 A -(152)-B-D-wvm §f 44 RyE 5 0.15 5 Ryfe<
0.2)

[(ERH2)] (A7 EHEES 2P )— &
6 BT Kk 10mL & 7 B2 0.1 mL - &R &
[55=2 3] (p 7% %)—HPTLC 10%Ffe e i3 & ¢ {4 v AN (-7
A Ht7q s -4-0-B-D-v& v 7 % A -(1-2)-B-D-vva § § #H RriE 5 0.29)

Pzl PR IR (T3 1)RE

1 : Blank

2 ()7 H M P -4-0-B-D-rt v A dh-(102)-B-D-wtsi 5 4B (-
Syringaresnol-4-O-B-D-apiofuranosyl-(1—2)--D-glucopyranoside)

304 &% R 10

5 Spike

FERBE AR I [FERA 23] 2R 2 BERHER YV G

“ie 1(-)-7 A Aa B -4-0-B-D-r4 v A 2 -(152)-B-D-wvar %T—‘ﬁffl%if :

At A ReE bz ? B e * 47 BEHRES 0 2 [BRA 2]
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T~ BRSNER

F 5% 1 106/03/10

¥R (RH) - 53%

B EMRT) 23 C
[ER# 2] (AB7 BEHEES A P)—-F 7% 9@ Ik (T:3:1)RE
0 BT ik 10mL £ 7 B 0.1 mL vt bR &
[57223)p FE#)—HPTLC % [%=2 3)p 7 #4%)—HPTLC %
“h k(254 nm)te & *h (365 nm)# o}

[57223)p #B%#)—HPTLC & [%®>;23) 5 +#H%)—HPTLC %
$ /7L kgAY ¢ /% ¢ X(365 nm)Hs !

1 : Blank

21 ()7 B e -4-O-B-D-w% v k& -(152)-B-D-vva i § 485 (()-
Syringaresnol-4-O-B-D-apiofuranosyl-(1—2)-p-D-glucopyranoside)

304 &% 10

5 : Spike

RRPLET N UG 0% BER G (80 T Rk TR ARIRCE B LR N RS

PAg 2 iE A 2 (-)-7 A A e -4-0-B-D-v% v A% A -(152)-B-D-rva i F 455 (()-

Syringaresnol-4-O-B-D-apiofuranosyl-(1—2)-pB-D-glucopyranoside) % # & 57 2k o
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I~ AP%RERR

@ = n H 106/03/13
A0 4% B (RH) © 64%

B ERT):21 C

(BB 2] (AEY EHEESP)—= %
6 BT k% 10mL 22 7 ik 0.1 mL +* 538 &

I

PPz B ARk (7131 1)m

[585=23) (f "B %)—HPTLC 10%Fifte ik & 57 Lkt

L
v

1 Blank
(- & 43 e -4-0-B-D-r 5 7 i 2h-(152)-f-
5 D-vva i § #% 4 ((-)-Syringaresnol-4-O-B-D-
apiofuranosyl-(1—2)-B-D-glucopyranoside) (0.2
mg/mL)
3:4 ¥ &% % 1 (NF)
576 &5 2(N))
78 ¥ &% ik 3 (NN)
9-10 &% % 4 (NR)
1112 &% iR 5 (CG-1)
13 Spike (& &% i 10)
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1 Blank
(- & 43 e -4-0-B-D-r 5 7 i 2h-(152)-f-
5 D-vv i § #% 4 ((-)-Syringaresnol-4-O-B-D-
apiofuranosyl-(1—2)-p-D-glucopyranoside) (0.2
mg/mL)
3:4 &% % 6 (SC)
5°6 # &% % 7 (SE)
78 &% i 8 (SG)
910 e &% i 9 (S))
1112 & &% % 10 (SU)
13 Spike (& &% i 10)

Lap
23
[ &

gk
R A

Fi .

upfERgz [F223] 20 2 E? FRHEES AP 2
2] m B4R N7 A M e -4-0-B-D-v4

% 2 -(152)-B-D-vvm -

¥ # H ((-)-Syringaresnol-4-O-B-D-apiofuranosyl-(1—2)-B-D-glucopyranoside) # it -

vL10%FEfE e FRAES 15 0 0T AT AR E o
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