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BAE P 2A(L )(2023) 0 4 A FLRIE(E S R) o d 7 E2ART
35390 F o

F k¥ (2016)- KHHFHLEYE S0 o (AL ¢ RFF )
TP LG e ik

R7EL LR €(2020) 0 ¥ X A fo@BL 2020 #3553 o 3 1 ¢ o
BRPARAL o 175 F o

Lt R A TR )(2013) o @ B4 F BRI - 46 1 IR 7 B
B - B L E BATIRA 0 297 T o

23~ AL B (A %)(2019) o A P ST gl o LT FLE D RAL 0 285 F o
TR AL H)(2002) o R ! FEH 2 E o 0 F a1 FARAL 2 931936
B oo

LA (L )(1995) e ¢ FHRACH BT 2F LT PE RN R 644 T ¢
Bjd s 4 (L 4)(2020) 0 A% MEHEE S F o ¢ WP EP IR .
206~209 F

SE (A $0)(2021)0 ¢ BY B2 4 ¢ B G ENRL F - P o R AR HE IR
132 F o

ALY R S UL (2 %)(2018) © ¢ FH ETR L (5 2 %) o ARE L B
ko 443 F o
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i 4 (GLEDITSIAE FRUCTUS ABNORMALIS)

- ~
RE R LR LFY (RRRH) 5 104

CHRER AR

(- ) HPLC &k B2 K78 4=
Shimadzu LC-2060C 3D # 7 Quaternary pump ~ Autosampler ~ Thermostatted
column compartment ~ Diode-Array Detector ; & +7 ? 1. SHIMADZU shim-
pack GIST (250 x 4.6 mm, 5 pm) °

(=) UPLC kB2 K178 4=
Shimadzu LC-2060C 3D ¢ 7 Quaternary pump ~ Autosampler ~ Thermostatted
column compartment ~ Diode-Array Detector ; & +7 ”;? +. SHIMADZU shim-
pack GIST (100 x 2.1 mm, 2 pm) °

SR EREEZ BRIk
(=) 323
z ¥ (HPLC grade)P- % *> 2 fo i 5 W ix 5 A2 @ o
(=) HREE s
f{%‘i’_—f(Aloin A) CAS No. 1415-7322, & 5 99.07% , Lot No. 1415-73-2, & X
S b S ISR SN ( SRR 3 £ S LI I

\u

T o~ A E
(-) &it E‘/"&l@pr“w
AR 6> & x}ﬁﬁfﬁ_ﬁkﬁ 0.1 g> & 50 mL g ? LA
v @ ﬁff ~T75%7 B% ~ 50%° pg ~ ¢ pg ~ 75%2 B% ~ 50%¢2 f% & 25mL o 42
5 ¥R T aJR(# 5 300 W o 47 5 40 kHz) 30 » 48 - dt.w 10 & 45(5 4000
x g) » B~_t % i Ju (Syringe filter, PTFE 0.45 pm) » ¥ {F o & &~ 10 uL /2 »
HPLC> i #rp @il # 2 FHH B4 %o ff 2 B2 FHEFRF B0 450

(=) B ¥ P ™
BRI A SR AGES 20506 %)9 0.1 g B 50mL e g ¢ o 8
Fide o~ 7 525 mL o AR 4R AIE (54 5 300 W 4 5 40 kHz) 30 A 48

g 10 A 48(4 4000 x @) » 2 No.l Jh ik Bfir# » 25 mL 2 3 &
FEP oo e P R T 3R 0 % 3 £ i p(Syringe filter, PTFE 0.45 um) » 718 o &
£10 L it » HPLC » A AA £4F 1 3 % 5 5B v et > & M F

FAEBR > o F b B



(Z) #$REESZR
Fre ot S § H 45mgo 4 SmL 7 P SF ImL 7
FH 900 pg ¥R A E AR 0 £ BRI L E Y 300 pg/mL
WA RSB

() &3 R
BRI A SR AGES 20 8 %)9 0.1g> & S0mL g F ¢ Brx
der TR 25mL o A2 IR AT (300 W o 4 & 40kHz) 30 A 4 i
S 10 A 48(5 4000 x g) > 12 No.l ik > AANATAFRE 15 &
Bomik o~ S0mL 2z % BFLY 04T iR I % AR 453 £ iR (Syringe filter,
PTFE 0.45 pm) > { o

(1) plEiz
o ) I EE e B PR AR 2R % s 4 BA % 10 ul 0 1~ HPLC » ip) 2o
PR E RGN RERRY EEHPE R TE o

-

(=) wER
Brea o § HHRERE S R E 2000 ugmL) - 27 RS 2
W HA 55 600 ~ 300 ~ 200 ~ 120 pg /mL et BB 4R £33 7% © 14 £ ff
B2 GEHE R P10l » &2 » HPLC i 7 2.8 A 17 > 1 * HRIEE 5
2 G R (y i) e RIERE 2 R R (X f)EFREY §F 0 T R R ER
23RN y=ax+b ¥ iphi G#c R o

(=) # %R E%
CUEEH 5 300 pg/mL 2 B AR S0p e e R S £ L b
HE G e RO EHRE A

(~) A E TR
1. £471 0 B~ —%ﬁ%FE%ﬁ% R EFEHE SRS 2T A
WE SPEFEMR SRR BRR T VLT HPE 2 () fptk £
PR EZ -
2. M P-4 LR REMR A REAEMR S REAR  E WG
FEHh SRR > A B 0248 24 | prigtiipl > N FH s &
Shk o ROAPEREL

(4 ) W' T B R
. 18 @4&*2(Limit of Detection, LOD) : #-2 Fvik & 2 3 =03 it 7 474FfF
FoUBLRESOL L =301 B2 kR TR RIRILR S E o



2. % & 1&*YLimit of Quantification, LOQ) : #-2 4rik & 2 &1 53 /% 7 ¥74F
B fmmgieat S =100 kR 0 (FE R B RAGIE -

Bee o FH § RO FERE A S B0 F GRS 0.1 g A u b

»EEH 7.0mg o gtk Sin i BLE S R TR R

(L~ ) HPLC 4 45 i i

1. & 47 ¢ : SHIMADZU shim-pack GIS (250 x 4.6 mm, 5 pum)

2. %Rl E UV 355nm

3. ;i ¢ 1.0 mL/min

4. gHE R 1 35°C

5.A>% 1 10puL

6. # & 4p -

P& F¥ (min) z 3% (%) k(%)

0 20 80
35 20 80

(+2) 4#87 BEFFHz LRl

1047 B EREH SR UG 2 UF RSB B4 100
@A 3 441 0 HPLC > 7 T3l % o ff ik fifdr [ 2 N3 B RS | H o9

FANGE -

+ =) E & &2 UPLC 4 47 if i

1. k47 ¢ : SHIMADZU Shim-pack GIST (100 x 2.1 mm, 2.0 pm)

2. &R E UV 355nm

3. sriE 0.3 mL/min

4. gHER 135°C

5.74A~& 1 1ul

6. # 6 4p !

P & (min) z 3% (%) k(%)

0 20 80
20 20 80




T~ %%
(- ) HpiRi sl § 72 HPLC & 47
WGP 197 A BEM T L § H HRARE S (- ) o

mAU

5O{)ESSnmttnm

400 FJ— A

1 Jﬂ-gﬁ

300

200

100

0
LB B T B L B B L S B e e e B B B L B S A B B
25 50 75 10.0 125 150 175 200 225 250 275 300 325 min

W K § FHRIEE SRR 2 HPLC & 49 W

(=) # & § %k &2 HPLC K 17
WAHETRER 193 A M T LEEH RS FEHAER ) F
FAHFR)A 178 FF ()5 118 2k b s * H& fp o

15 mAU
1355nm,4n — —
1254 oA
1004 /
754
50
254
05
T T T T T T
2.5 5.0 7.5 10.0 12.5 15.0 17.5 20.0 22.5 25.0 27.5 30.0 32.5 min

W= ~ 7 & § ¥ 52 HPLC & 47 &

=) B EB TR
Ry L O T LT TE Ny
/“ 2} ﬁ%’/p /x,?f ﬁ,\; E‘/"‘ﬁf’—(z\ _ ) .

- 3 R ERETR

ppag il iﬁﬁiﬁu‘éﬁuﬁ B i 3B
v fig 11310939 \
75%° f% 10695264
50%" fiE 10498720
 fig 9612231
75%¢ f% 11001388
50%2 fi% 9949758




RRT B2 AR MR H IR 2(FBF A 08%) (#

=)o
= E%gﬁ%ﬁ rf.;._"{_‘Bx,k ﬁ;;‘:f—,p
" F %o A
1= 12516442
2= 125522
¥ 3= 8912
¥ 4= N.D

(1) #HEEESEFREn
R F/%Iiﬁ;%ﬁ*(x)éf p %’]“r/ﬁt“‘émﬁimﬁ BE(Y)THE IR E
S 423 4 y=10094x-131651 » R*=10.9999 » & 7% & & & 120-900 ug/mL y

A4 cha M (B2 ) o

£
10000000 y =10094x - 131651
8000000 R?>=0.9999
-w\:‘kzk’_
w 6000000
¥ 4000000
=
2000000
0
0 200 400 600 800 1000
JE B (ug/mL)
Bz~ EE 522 m
%= Tég?ﬁ ¥ E M Al
R 5 Jk A (ng/mL) S UER L R R
fjif %’if 120-900 y =10094x-131651 0.9999

PSS T I HPLC 2 R i 2ot R R A% > TR HH TR
AR L L 0.95% 0 Bk suip R o

(=) EAPERE LR
TS %k I HPLC 22 i 2 chE 48112 ;’E%ﬁb A
W%ﬁﬁiﬁau%s&$&§?ﬁ$$moigﬁimJﬁ*%i,%

10



THAPFIREZL S 0.10% L R ] FATF BREA ﬂ}fr?g 424 ) pER
oo fE < AR o

(™) MRHE LS 2 8 4a'UE5%
EEHERHETL 025 ug/mL(Fle ) 2 &5 0.50 ug/mL (R T )-

30mAU
U Bp5nmanm ||

2.5?
2.0%
1.5%
1.0%
£+
-0,5%
00 25 so 75 10 @5 B0 75 Mo 25 »0  Z5 N0 %5 B0  ¥s 40 05 min
Bz - ﬁ{%“if'ifé B 47 B
mAU
455nm4nh1
EH
“ WMJJ{WWN
o]
o ‘570‘ o ‘1(;,0‘ o ‘15.0‘ o ‘2(;.0‘ o ‘25;0‘ o ‘3(;.0‘ o ‘35‘.0‘ o ‘4(;.0‘ o ‘min
ESN S & Rl BEY
Fow ~ RIE B A AT
te iR 7 P EEH
kR R.S.D. (%)

R (0=5) 300 pg/mL 0.95

24 (n=5) ¥ &% % (No.8) 0.11

L (055) e &% i (No.8) 0.10

W RE(n=1) 0.25 pg/mL -

TE &' Un=1) 0.50 pg/mL -

11
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(4 ) Fbew e &%
%k"’llimkécﬁ"‘i % 97.9% > AAHEREBALZ 1.71% (%7 )

z\*ir —ﬁ-gﬁ ‘!'E‘?'“]{-f

o ;;sg*j-,f?_g‘_ ZFE | x| BEE | wiF | TIEwJcF| RSD.
T (@ (mg) | (mg) | (mg) (%) (%) (%)
1 0.1005 7.5129 7.0 14.3308 97.40
2 0.1002 7.5054 7.0 14.4912 99.80
3 0.1003 7.5054 7.0 14.4803 99.64 97.94 1.71
4 0.1004 7.5129 7.0 14.2779 96.64
5 0.1000 7.4905 7.0 14.2270 96.24

(1) 347 LEFEMTERIT
10 # EHEH2 5 Bl
13.58-35.66% » = 3§ § i
B R T 5000 (B B

R R o R R I b
FEAE 16.0% Rk R Y
s 7

Ao A LA EHR S E R R

FH s EgHs
(No.) (%)
1 (NWB) 20.761
2 (NWE) 13.583
3 (NO) 33.663
4 (NX) 35.661
5(CB) 28.783
6 (CB2) 19.940
7 (SK2) 21.752
8 (SUB) 26.199
9 (SUD) 27.844
10 (SUE) 21.488
T 5@ +S.D. 24.967+6.824

12




(+-) E§% 2 HPLC 2 Blgg e =

P10 47 8§ FHR SRR

SR Lo

& 10puL itk - &7 HPLC 4 & W3

1. & 47 ¢ : SHIMADZU shim-pack GIS (250 x 4.6 mm, 5 um)
2. ¥pAE UV355nm 3. /i ¢ 1.0 mL/min
4. FHIER 135°C 5.7 >% 1 10uL
6. & 4p ¢
P ¥ (min) z 3 (%) K (%)
0 7 93
3 15 85
15 15 85
20 18 82
45 18 82
85 40 60
W
200000
1900004 o S
WY
1800004
170 /
1600004
1500004
1400004
1300004
120000 10
L 1
100004 %M\\
o | w&
M
o | |
800004 w
60000‘g UU
50000
40000‘—4LJ¥.J\__/L.;AA_J\\J MJ bw
" LJ\\__J_A*_/&_JL_J UU W
20000
T v D —
100004
I (Y W R 1
0‘0‘ a ‘570‘ a ‘1(]'.0‘ a ‘15'.0‘ a ‘2(]"0‘ a ‘213"0‘ . ‘30"0‘ a ‘35;‘0‘ a ‘4[;‘0‘ a ‘45;‘0‘ a ‘50'.0‘ a ‘55;.0‘ a ‘60'.0‘ a ‘65'.0‘ a ‘70'.0‘ a ‘75'.0‘ a ‘80"0‘ a ‘min

B+ ~ 10 4 L § %14 2 HPLC 4p & B3

13



S ) $ERE S 2 UPLC & 4
WG R 12,6 A 4URA T L KRR SR () -

55nm, 4n|
250
200

1504

4

ki

1004
50
o

L L B B e B . B B By B S By B ]
25 5.0 7.5 10.0 12.5 15.0 17.5 min

il - ﬁ;?ﬁ?ﬂ'%*ﬂ—ngpu Z UPLC%‘HH

(+2) % &L FFH#s2 UPLC & 47
WE G 121 A A T L EHR S LR TR ) -

mAU
1355nm,4n

25&;
20(}5
150 ERH

Y
1 SN

B L B s e B By o B B By B Ry S HE R LA
2.5 5.0 7.5 10.0 12.5 15.0 17.5 min

B~ 7 & EH& &2 UPLC & 47 B

(Lt2) REFIL I 2328

Ak

3 P CoH2109 5 &~ + & 41839 581 148-149°C 5 & ¢ g5 4

14



(++) K& 'HNMR @#

Al0in_Me0D_600 2025/07/10 (YHC13-75-1)

ooooooooooooooooooooooooooooooooooooooooooooooo
mmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmm
nnnnnnnnnnnnnnnnnnnnnnnnnnnnnnnnnnnnnnnnnnnnnnn

nnnnnnnnnnnnnnnnnnnnnnnnnnnnnnnnnnnnnnnnnnnnnnn

ey PR

i LA B 4|k__[ ] )
S — - S :
3 3 2 1 ppm
s = e
1.00 1.83 1.07 1.06 1.99
1.98 3.18 2.12 1.03

B4 ~ i %% 'HNMR 3 (CD:0D)

(+=) K § % °CNMR B3#

Aloin B_MeOD_500 2025/07/10 (YHC19-76-1)

1 L I B 55 [N

!

i B

T T T T T T T T T T T T T T T T T T T ]
200 180 160 140 120 100 80 60 a0 20 ppm

M~ ~ & % 57 °C NMR Fl3#(CD;0D)

15



(+~) K § 5 ESI-MS W#

Inten(x100,000

5.5
504
457
40q

419.1353

35
20 M+H]"

'

20q

" 299.5711 593.1629

oS | ogssqoer agreosp M8 -

Bl -~ F H < ESLMS B3

(+4 ) K § ¥ nFTIR B3

Aloin

100f

90

80

70

60

50|

40

%Transmittance

1671.17

30

5 1
‘
/ =
! '\O)
| n o
\ o BN
~
e

‘l
©
L

Qo

2
~ @

2]

=3

=

1193.14

20

10

2342.07
1383.39

o
3360.05
1635.42 ™

161812 ~
1603.29
1459.99
120197
1232.67
1086.89

4000 3500 3000 2500 2000 1500 1000 500
__Wavenumbers (cm-1)

B+ - ~ % FTIR Bl

16



(=) ERHOUV B

I-.Eﬁ'I.AU
“119.77371.00

25_\/\/,\\_,//"“_ X

Y [ I I A E B N B L A [N BN B B B A A B RN B i B e D . R L L

200.0 225.0 250.0 275.0 300.0 325.0 350 0 3-?5 1] 403 CI 4250 nm

ML= F UV B

17



- ) EEHeE R
OH o) OH

EWH
AL EHAE R F =4(CDs0D)?

Position ou (600 MHz) oc (150 MHz)
1 - 163.0
la - 117.8
2 6.88 (brs) 114.4
3 - 151.6
4 7.05 (brs) 119.1
4a - 143.3
5 7.06 (dd, 8.4, 0.6) 120.0
Sa - 146.6
6 7.49 (dd, 8.4, 7.8) 137.0
7 6.86 (dd, 7.8, 0.6) 116.8
8 - 163.4
8a - 118.7
9 - 195.6
10 4.62 (brs) 46.0
08
I 3.41 (dd, 9.6, 2.4) 86.7
2 3.01 (t, 9.6) 71.9
3’ 3.25(t,9.0) 80.0
4 2.89 (t, 9.6) 72.0
5’ 292 m 81.7
6 3.56 (dd, 12.0, 2.4) 633

3.38 (dd, 11.4, 5.4)

4(Multiplicity, J in Hz) in ppm.

18



L RFL HPLCA 47 % i 400 R

Zy (L gd & <<t’@€l€ﬁ>> (FiEy &4 IV =y
) -1V 202545 — 3 )
HERES | LR i E e T
SER 16% 3L 7 6% 16%
* K E16%
BEZRE | BAERERY | BAEERY L v N
% 0.1g- #Hrfi |05g> HmfL *40.1g> %50
¥ B50mL %> %100 mL mLa F ¢ o
% R 4175 % I AR R B RE2S
PR T | ¢ e T mL - 42§ # iR
A20mL - 425 | & AZFH #30 A\:’%%p
HIRFI0 A #=IF30 A4 s 104 4
& %’ﬁﬂ'\‘»‘ 10/~ | 32i& > 4 ¥ G i%;‘r% # » 50 mL
& 5%-;‘, FRI2A - FEAY AR
ﬁ%?\SOmL e AP
£ 5y v ’ﬁ— S EEED VR
PR A # »50mLz %
BHLY 0 TR
%R
¢k miE | ¢ H(A): -kB) | ¢ ¥k (25:75) z ¥ -k (20:80)
% 0-30° A 15-30%
30-35"A 30-95%
e ip > 2 ik & LR e iRk £
355 nm 355 nm 355 nm
fo[md [ REFEES | REFHES R REE
Ko gF | £>10000 ¥>2000 45000
oA >1.5 >1.5 >15
EA
B ERP L FEHIE . A€ HH
% ik Rl R ehip i Bem O RH
FoAn 3 FHezz -
L A FER LB
A B o AoV EFER
B #EH ¢
Fae-
2. FmE R GH
G 1
H7P 8
¢ ¥ = >
o

19




4 % 7 1 ALOE
E~ % Aloes
& R
(-) & &% %
(=) ¥HREES
E s
(=) & kK ¥
(=) B B &
I) B B
(=) E #
(=) % &&AR
(~) Spike fetl

(5222 1]1(1 87 F45) 52K

— B AEE X 05g 4 B 10mL 425 AR F 30 ~ 45
Bk TR RS IR

[5522 2] (7 #4A£fcREL ) 2025

— B A S A 0S5gr 4T R 20mL 0 kip BT A IR
el ds o Wi FRRAIBIR
(552 23] (5 FRE)Y

— Pk FHk 02g 47 A 10mL v 423 4R F 10 A
0 g TalR&EIBIR o

P~i ¥ ¥ (Aloin A CAS No. 1415-73-2 j i § & 2 # $1 3
$5224091104) 4 R HE & > e " BE X5 1mL Z 2.0mg
G o TS HBARE R i o

HPTLC silica gel 60 Fas4 > 10 cm % 10 cm ~ 20 cm X 10 cm
[ERA 1487 FL) 5 R (7 EL L rREL)
2025

—C T figt T ER -k (100017 13)

[EBm&2) (p FR%)V

—Cv Py PP moke ok (10:3:5111)
10cm x 10 cm ~ 20 cm x 10 cm CAMAG B B B #
EBRHIELTGE 15,68 VFEF > BFIEH Scm -
Bogzis o 3% bk (254 nm) 0 2430 0 k(365 nm) PR BT 1k
A2 o

P ZPC Z 2 e SaR 8 BRBHRESAR _ (1D

—"
R B R 4l

20



I FEERZERPIFE
F%p o 114/11/18

1P ¥R A (RH) © 53%

8 B (RT) : 23.5°C

[EEH2) (p FHEF)—e e [FA: & Kkep: ik (10:3:1:1)
—HPTLC ¥ ¢} (254 nm)# !
—HPTLC #* ¢t k(365 nm)#& !

S % - A LISER o
1-2-3 A % H(2.0mg/mL) 1-2>5uL
4-5:6 wenR 8 [ 1] 1-2>5puL
7:8°9 ik 8 [F52 2 2] 1:2>5uL
10- 1112 | &3R8 [FP2 i 3] 1-2>5uL

EHRTE 3BT ELRERRY FF ARSI IR o R
piERgz [F5223])
EREAE Y 20l &EB R [ 23] 20l -

21



R B W< 4
F%p o 114/11/18
B %% & (RH) @ 53%
‘£ B (RT) : 23.5°C

[Ema 1] (L8 FL) S im—=2 e fiy -
[ 5522 3)(p 7 B 4)—HPTLC % * .54 nm)# &1 (f § 5 R/ & 5 0.35)

? Ak -k (100517 & 13)

b
B
<t
2
frmv
EI

[55=23) (p 78 %)—HPTLC % ¢} (365 nm)# ! (

0.35)

22



(EE&2)(p FRF)—c e A &-kepf -k 10:3:1:1D)Y
[55~2 3](p 7B %) —HPTLC % # %254 nm)i 1 (F §  Re 2 3 0.32)

[55%3)] (p 7B %) —HPTLC % * %(365 nm)# i (
0.32)

L
B
<t
Z
B
ETRS

1 : Blank 324 &A% S
2K EH 5 : Spike

ERBE AR I [FE2 2] N2 ER B [ERA2) ER
A B R L o

#
e
<k

23



o~ LR NER

FS%pE o 114/11/18

10 $H% R (RH) * 53%

8 B (RT) : 23.5°C
[ERA2] (5 FRE)—epkef:  f: fkep: kK@10:3:1:1)
(5523 31 7@ %)—HPTLC T [¥7%23# 3)(j 7 ¥ 5 )= HPTLC %
9 ki o b k(254 nm) 1V

[55 3)(A 7@ %)—HPTLC %
*b (365 nm)ts v/

1 : Blank 34t meipir 8
2:}-;;%—%4— 5:Spike

EHRFLE S D 0k (254 nm) & % o % (365 nm) e ALET T § B S P BEA A

27 .
> ES
2_iES o

24



IR EFEH SR

Smp B 114/11/18

4P $$i% B (RH) © 53%

i & (RT) © 23.5°C
[Ema2) (pFR#)—cpef A &kep: k10:3:1:1)
[ 522 3)(p 7B %)—HPTLC

(1) % ¢t k(254 nm)# 4,

(2) % ¢ %(365 nm)# !

Blank 708 | k&% R 3 (NO)

(2.0 mgmL) 9510 |t &3 4 (NX)
3.4 | H#&inie 1 (NWB) 1112 |4 &% 5(CB)
5.6 | # &% % 2 (NWE) 13 | Spike (# &2 i% 8)
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CE®H2] (B FERE)—cpem A &kep: k10:3:1:1)
[ 5522 3)(p 7% % )HPTLC
(1) % ¢ (254 nm)#&

(2) % ¢ %(365 nm)# !

10. 1T 128 13
1 Blank 78 | #& &%k 8(SUB)
i § 3 (2.0 mg/mL) 910 | # &i%:% 9 (SUD)
3:4 | &%k 6(CB2) 1112 | # &% % 10 (SUE)
5:6 | tk&iBiRT(SK2) 13 Spike (¥ &% i% 8)

%
W 0L R RCE > 1% ek (254 nm) & 4 o k(365 nm) T H ARG i ¢
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