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#Z ¢ ! ZIZIPHI SPINOSAE SEMEN

~ % I Jujube Seed

Bt &% G B % # Rhamnaceae {4~ ik B Ziziphus jujuba Mill. var.

spinosa (Bunge) Hu ex H.F.Chow 2 5z = 3 &+ -
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LobFa A A sk b2 (R o L) 2.0H FA AL ik fwie (R m L) 3. fBLAL o ve
435 e 5.5 E A QL wie 6.3 fh4T S

6



10.

11.

12.

13. %

14.

24

A ARTIIRE Y B R KR (7] 2(202]) £ %Y FL K Ko X
B fEd AgTIIR - 378~379 F o
SEAE ~ P 2L %) (2015) 0 A S BB RZ Y BELBlE. A0 L FE
AGFI3% 5 341~343 | o
V(A #)(2002) 374 F2 ¥ - %o
AL FR B Z (L $)(2016) o ¢ E A ACH T RIS -
394~395 F -
L Af s iR A T (2 5)(2013) 0 @ F 4 3 AR IE WIS AR Y AR IR TR H
AL AL FF D RAL 2 650 F o
R pZFEL LR €(2020)° ¥ 4 AR frRFL 2020 #4R- Mo 7 1 ¥ ;_az]§
BERLP AURAL 0 382~383 F o
A (L %)(1995) 0 ¢ BR T HES et 2 F oL d fLF HAF I RAL 0 424~425
'g" o
E (=4 (A %)(1986) - ¢ é%ﬁ’ T o bR LB BT RAL - 408~409 F o
B g (A $0)(2020) o AT Y MEHE =57 @Ylpﬁﬁﬁi#mﬂ@oz@qso
T oo
2 E A (L $)(2019) o A% P BT o LT FHE LGS AL 0 611~612
';T o
PRESA RS TTR LG B RHRT(1997) 0 P WP B E G FEY
Bl 3o B A f 4 95KAL o 180~181 F -
R (D W) (2021)0 ¢ B Y B4 E AR R E R ESBIL R Z P o AR IR
283~285 F -

R IE(L $)(2018) o ¢ B P EHEF R d BL o A TR TR B AR
B HEd AL 0 224~226 F o
B ES s 3R (2 50)(2012) - ¥ FERFERE R GRT(I P ) AR AR
fFad d R4k o 565~571 . o
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it g i= HPLC
-
MENLRLF Y EFRRELCER S 104 -

CREZETER

(- )HPLC ®E 2 k47§ 1
Hitachi Chromaster HPLC > & 7 Quatary Pump 5160 - Autosampler 5260 ~
Column Oven 5310 ~ DAD 5430 ; % 47 ¢ += COSMOSIL 5C;s-AR-II Column
(250 x 4.6 mm, 5 pm) °

() UPLC RE2 k7%
Hitachi ChromasterUltra Rs UHPLC » # 7 Binary Solvent Manager ~ Sample
Manager ~ PDA Detector ; & 17 'F‘: 11 Phenomenex Kinetex C18 Column (100 x
2.1 mm, 1.7 pm) °

I PHRERE FRR
(=) 4
? A%(99.9%)F & ** Mallinckrodt Baker Inc. ; ¢ % (99.9%)p % >+ Sigma-
Aldrich ; ¢ fig(95%)pEE »vF P it 1 5 ¥ F2(99.8%)pE % »+ J. T. Baker °
=) HRRE s
g -2 H A(Jujuboside A)p-% *+ 8 LA H LA D7 > AR 98% M b -
T o~ 3k

(=) BB EFPR e
Behgdh 60 FEMAETN 10g % SOmL e o
Seor AR S T70% A%~ 50%F fiR s ¢ R~ 70%2 R~ 50%¢ fE L 20mL 0 A2
F kAR T RIL(F F 300W » Hf 5 40 kHz) 60 4 48 > P~ ji-ik i jp(syringe
filter, PTFE 0.22 pm) » & 4~ 10 uL i1 » & »i% 4p & 17 (HPLC) » 12 #73p] ¥
CEEE R ARG R AR CE PR

=) REFRIEGTR
BB~ 2% 1.0g % S0mL 3w g @ > Ergie » 70%2 % 20
mL > AZ F A IR T L (F 5 300W 0 #f 5 40 kHz) 60 4 48 0 B~ ik il
(syringe filter, PTFE 0.22 um) = # 4 10 uL ;= » HPLC » & /A% 4 £ 4F F i
FESREP RO R FHRBIRE SRR 20 X E N AR F ke

(Z) HEEERZR
L%ﬁﬁ_ﬁ’»ﬁﬁﬁ%@gv 1.0 mg ﬁ’;{ g\f:fl -JET"A » 4r 1 mL 70% 2 ﬁ?@lﬂz\'—i
ImL Z pk =2 3 A1000 pg/mL iR 555 8 73 7% > 3002 70%e mrfF
I 60 pg/mL B = $f fe AR id i o
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(2 ) &3 R
WA ASH AN 1.0g> B S0mL gwd ¢ > Frgie » 70%2 f}
20 mL v A2 % 3R I ESE (74 F 300W 0 47 & 40 kHz) 30 4 48 > 12 6000 rpm
B 20 448 B-b iR o RAIVS EAFRP 1 0 £ B L R BFRIESE
3E50 1 T0%e B A fR 0 FA5 2 SmLE RALY 0 4 70%2 fEI YA
# 3 £ 18 j(syringe filter, PTFE 0.22 um) » {8 o

(1) plziz
BB P RARE 503 % ~ W =% % 10l 2~ HPLC> Bl2 * &
BoRFERRIBECEFA SR

(=) wEHR
By P g -2 A HREE SR ® A% (1000 pg/mL)ig € - 1
T0%¢ FAFRELS 3R B =2 3 A A 55 500250~ 1256025 12.5 -
5.0 pg/mL S4B 53 % o 10 A% & B 10 uL A )7L~ HPLC it i
TR A1 RS2 0% G fi (y fh) ot AR 52 0k R (X fh)id (74
Bwfy & RERERL AN y=ax+b ZApH B R

(=) H % RS
MR AER S 60 pg/mL 2 RHEE SRRl ek 5 4
VIR E 8 ARG A R AR KRR A

(~) LA g R LiLRA
L e -3 ORE BB A FRECZEHESZRASE S
ETEAE S CERACEHRSAR BRI URECLH A D
PR R HEEL
2. AN PR - P ARECEH B A kR ECEFH RS RAE
BAERECEHB SRR A5 02481624 ] pritiipl
ALY G -“EfA Sk G AR ‘:‘*#Fl*gr‘ RS .

(1) PRV E T & 1B UE%
1. 1 ip]4& *(Limit of Detection, LOD) @ #-2 fvik & 2 152 &3 i 3 9rfF#
TrLAGAEA L =30 PRz kR o TS HRIEIARIE
2. Z_# #&'Y(Limit of Quantification, LOQ) : #-2 sk B 2 {5 204 7% 7 %7
A FrGusies 21000 P2k 0 (PR REEURTE ¢

(+) ;‘,?mewrzé,:gﬁ.ag



E’»bfrﬁ*xg\x,__ﬂAg‘E_‘." i S Ol S ’—417\3/?“7&_?’»]10
g A w4 » 0.7 mL fs g iz J. H A% (1.0mg/mL) > F kypik &in R
WG Rk IER A

(+ - ) HPLC & 7% i+

1. %45 % : COSMOSIL 5Ci5-AR-II Column (250 x 4.6 mm, 5 ym)
2.tk £ 1210 nm
3. ;i 1.0 mL/min
4?ﬁm& 7R
5.2 ~% 1 10uL
6.%% #> 49 -
B B (min) 0.02% HCOOH in | 0.02% HCOC?H & 2 mM HCOONH;,
CHsCN (%) in H20 (%)
0 12 88
10 27 73
15 40 60
23 40 60
25 70 30
32 100 0
40 100

(F=) £87 ppRicg 2RlT
P10 % BB ERRSBREUE C F WA IR > 10
ul i 4 3 443 » HPLC > #7118 T35 % 6 ff Z'per [ & 3P B S
&L.-tIAmF]A\/g"E_O
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(+=) P =¥ &2 UPLC K 47 if

1. k457 : Phenomenex Kinetex C18 Column (100 x 2.1 mm, 1.7 pm)
2. ¥BlAE 210 nm
3. swig f 0.4 mL/min
4. FHER T ER
5. 4>% t1puL
6. #H4p -
B B (min) 0.02% HCOOH in | 0.02% HCOC?H & 2 mM HCOONHj4
CH3CN (%) in H20 (%)
0 10 90
2 20 80
5 28 72
9 45 55
11 80 20
13 100 0
16 100
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WGP 203 A MAM TR C 8 H AR S E (B ) -
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Rf*‘ R —
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Fl- ~ ffi=8 3 A 2 553 % 2 HPLC & 47 W

- ) % Btk = &2 HPLC & 47
NF G203 AR AT R A R ()
Fefiz2 Az ABFR)E B350 £ F3 (D5 114 3ah f s » 1
£ fp o
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=) B EBO TR
070%e FE G B B L EHERCTEME L A G
BoA o BET 70%C i A B BOR 4L o

- B RBHEEPRR

A BE A Bk BB
" p% 30488.2
70%° f: 50107.9
50% 7 i 49401.9
¢ g 21931.0
70%¢ fi% 50792.8 V
50%¢2 fis 49464.3

() bt Fo= =i
HEEAER 2 A S MEECEF A FRar(FR A0

98%) °
- " BRECREIPIEKTR
70% f% & P-=t #ic hi-ag A REsff
% 1= 54729.2
% 2= 4338.6
% 3= N.D.

(I) BESHRE-CEFARESR
EARERBEBEEHE AL KT S G ffhF B E(y) TR F
e B A RN Ay = 1282x + 6969.3, R> = 0.9993 » ot ik & 7 5.0-500
pug/mL 3 243 PR R(Rl=) -

iFd Bi-a -'ETJ'A

700000 -~
y = 1282X + 6969.3

600000 4 R2: 09993
& 500000 4
8 400000 -
ey
-’% 300000 4

200000 A

100000 A

0 T T T T T \
0 100 200 300 400 500 600
JE B (Lg/mL)

Bz~ RE SRR 23 A2 R AF
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2z RECEHFAZ KRR 2N

AR & & & (ng/mL) S Ay R i FY R?
phi-ayg A 5.0-500 y = 1282x + 6969.3 0.9993

PSRBT {7 HPLC R B2 enff A A4 A2 A H
BB 2 APHRE L L 034% 0 Bk KL R RPN o

(=) £ MR
F R % HPLC R 8 i chE b as BB T2 FAE
A APHIER L 5 0.82% A kALt B RN o F TR F A B 24)
PER AR R AR APERE L 5 070% 0 R LB ] 0 F G REAH
W24 PR Y BRE LR

(~) @ pHE TS 2 B R Tas%
BR-EH A PR 1.0 pgmL (Ble ) T E4#&TL 5.0 pg/mL
(BZ)-
5 21 “ o ae 5 ? ﬁ’;g\f:ﬂ?A
£ ﬁj’}ig\lrﬂﬂ A 2 \
R w os-md

0 5 10 15 20 0 5 10 15 20

Time (min) Time (min)

Ble -2 {-fAifg_;ElH@_ul
R 17 ]

WI ER-2H Az TEBY
& 47 B

fow o AT HRERA T

¥l p kR R.S.D. (%)
#2a  (n=5) 60 pg/mL 0.34
2472 (n=H) & &% it (No. 9) 0.82
‘T (n=6) # & % (No. 9) 0.70
&2 (n=1) 1.0 pg/mL -
TE % (n=1) 5.0 ug/mL -
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(’L ) 4\1\?1{_' Pé‘%}
fe iz H A TR T Ty 5 99.2% A EHRE R A S 1.68% (%
)0

=g

SRR A e

ey BHFEQ | FFE | e E | BEERE | witF [TEw T RSD.
(No. 1) (mg) (mg) (mg) (%) (%) (%)
1 1.0121 0.709 0.7 1.384 | 96.36
2 1.0111 0.709 0.7 1.404 | 99.26
3 1.0131 0.710 0.7 1.405 | 99.26 99.16 1.68
4 1.0056 0.705 0.7 1.410 | 100.66
5 1.0042 0.704 0.7 1.406 | 100.27

(L) +47 GmEc¥Hz E2pE
10 #EECEHZ ZERTEFEERF)Icd 277 BEZEH A
» 0.072-0.092% - E R/ f CEHHRFERELRE 2 HFADZEL T
3 0.03% o 12 %j;gg;}:q.ﬁgg\x,__ﬁ A M E R MY 5000 (B E S
163746) -

P

22 4R ARACEH RS LREESHAZE

% 4+ % %.(No.) RR-aHAGE%)
1 (NE) 0.092
2 (NH) 0.080
3 (CA) 0.073
4 (CB) 0.089
5 (CH) 0.077
6 (CF) 0.089
7 (SB) 0.072
8 (SC-A) 0.080
9 (SU1-A) 0.078
10 (SU1-C) 0.075
T 35 +S.D. 0.081+ 0.007

15



(- ) Fe k=% H 2 HPLC 45 ¥ B3 et =
B 10447 Bk K- F MR &3 & 10l ek o 2 7 HPLC 45 & B3 o

Rl

. & +7 ¢ : COSMOSIL 5C;5-AR-II Column (250 x 4.6 mm, 5 pm)

1
2. ¥pIAE 358 nm 4. 7ni 1.0 mL/min
3. FHER CRE 5.1~ 8 110l
6. ##4p ¢
. 0.02% HCOOH in | 0.02% HCOOH & 2 mM HCOONH;4
pF R (min) .
CH3CN (%) in H20 (%)
0 12 88
10 27 73
15 40 60
23 40 60
25 70 30
32 100 0
40 100
i A ’ﬁ‘ A
2.0E+3 \ ‘
| \ ‘ ‘l | 1(NE)
|
VN o\ ¥ 2(NH)
1.5E43
3(cA)
| |
” It 4(cB)
11 - ‘ ' | |
1‘1" ' ) ‘ J‘ 6 (CF)
;l‘l‘ \ |‘ |
5. 0E+2 — y \ H Fo e
i,
/LI 8(SC-A)
9(SU1-A)
0.0E+0 —
10(SU1-C)
0 | 10 | 2 | 2 | 0

B> ~ 10 $+ & & =2 HPLC 45 * Bl3#
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Lo #EEES@KEC2H A 2 UPLC & 1
RF G 832 A M TR R H A R R (R )

120 -
100 ] ik =2 HA
1 o
1 M
] o /
5 80 1
< ]
=
N -
> 60 1
+— -
S
[
g ]
£ 40
20 -
0 A\A — - . '. —
0 5 10

Time (min)

W= R i-aH A HRIEE 3R UPLC A& 17 B

(=) g i-ts2 UPLC &+
NHFGEF RN A BEARE CEH RS R H A P
(Eﬂ »\) o

1800
1600

1400

= =
o N
o o
o o

800

Intensity (mAU)

600

400

200

Time (min)

B~ Bk R =& e &2 UPLC & 17 B
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(te)BAECEFAPLIN AT REyR

A+ 340 CssHoaOng 5 A3+ & 1 1207.36 5 %5 8L ¢ 122-125°C 5 v ¢ = &

(L1 )pEi-ai Amgi

’,
/
ff’ {f
o [ |
| [ -
| ;” K | / I
f’J : fJ /f I /
| JJ‘I‘u ,‘il Iy f{ Jfr [ /p X 0 ‘I ,‘;/ ,r'[
LT S Jj;jug_

35 3.0 25 1 5 1 D

s f“\lfé' s s ol

g
‘R =2 H Ad'HNMR %]FJ&(CDgOD)
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4 A Y

b bbb

T T T T T T T T
140 130 120 110 100 90 80 70

W+ ~@i =24 A CNMR H

(+~) fef =23 A ESLMS Bl

D:\Xcalibur\...\cst1-2-11_1 10/20/22 16:28:01

60

50

a0 30 20 ppm

= (CDs0D)

cstl-2-11 141420 RT: 8.84 AV: 1 NL: 3.21E4
F: FTMS - p ESI d Full ms2 1251.6071@hcd36.67 [50.0000-1295.000¢
100, 89:0227

© ©
o a

101.0228

)
a

@
S

~
a

179.0552

o 2 o N
o o o o

125.0227

W AN
a S o

a
=}
pol D b Tl Do b e b B e e e T b T e T i

)
S

221.0670

N
a

749.4493

N
=]

245.0670

2R
o o a

=}

759.7506

[M+HCOO]”

1251.6088

1205.5946

[M-H]"

N

954.8961

T T T T
1000 1100 1200

W+ - g =83 A ESI-MS B
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(1) gi=23% ASFTIR Bl:#

107
051
wl
“ ™
0l \ AP /‘Q
81 \
w02 / J
H i
71
n3 /
: o [ 2
2w / & |2
L 3 8¢
8 55—E \ / 2 2 2
& 5g§ / 2
15
4“’2 \ / { H]
2 / . 55§ @
2 o g g &7 \\
- © 8 2
25—; § - ) 3 E
i g i B
ZUf; r~ 935
16 g 3
13
S
4000 300 3600 0 20 2000 70 2600 200 20 2000 1800 1600 140 120 1000 300 600
Wavenumbers (cm-1)
B - k=2 3 A hFTIR Fls#
- L) pECaF AS UV B
— 2 — - ‘q - P
300
250
200
150
%)
o
< 100
50
(I e e e S B B B s m s e e e e e e e

200 250 300 350 400
Wavelength (nm)

Bt = \ﬁ§§{irﬁl%f}\éfﬂJV’§%?§
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A - EEEEHA i R EEH
Glc-2

45 B2 H AE RS =45 (CD;OD)Y

position ou (600 MHz) oc (150 MHz)
1 1.65, 0.94 (m) 39.8
2 1.87, 1.74 (m) 27.2
3 3.07 (dd, 12.5,4.0) 89.8
4 - 40.1
5 0.78 (d, 8.5) 57.4
6 1.58, 1.50 (m) 19.0
7 1.57,1.51 (m) 36.7
8 - 38.2
9 0.91 (m) 54.0
10 - 37.8
11 1.67, 1.52 (m) 223
12 1.84,1.69 (m) 30.3
13 2.50 (m) 37.9
14 - 54.2
15 2.10, 1.21 (d, 8.5) 37.0
16 - 111.2
17 0.98 (d, 7.0) 54.2
18 4.01,3.95 (d, 12.0) 66.6
19 0.89 (s) 16.8
20 - 69.3
21 1.13 (s) 29.5
22 1.45, 1.39 (m) 45.2
23 4.71 (m) 70.1
24 5.12 (m) 126.2
25 - 136.5
26 1.71 (s) 25.6

21



2w
NG R I |
[S—

O\UI-PWNHQ?UI-PUJ[\JH
]
—

Gle-1

S

WA WO~ S a0 hA LW, OB A W —
1
o

1.70 (s)
1.08 ()
0.83 (s)
1.12 (s)

4.42 (d, 5.0)

3.95 (dd, 7.0, 5.0)
3.97 (dd, 7.0, 4.5)
4.01 (m)

3.50 (d, 10.0), 3.84 (dd, 10.0, 5.0)

5.12 (brs)

4.10 (d, 3.0)

3.71 (dd, 8.5, 3.0)
3.50 (dd, 8.5, 9.0)
3.81 (m)

1.20 (d, 6.0)

4.50 (d, 7.0)
3.51 (m)
3.41 (m)
3.34 (m)
3.62 (m)

3.69 (dd, 10.0, 6.0), 4.20 (d, 10.0)

431 (d, 8.0)
3.41 (m)
3.35 (m)
3.29 (m)
3.51 (m)

4.10 (dd, 11.0, 5.0), 4.51 (d, 11.0)

4.62 (d, 8.0)

3.42 (dd, 9.0, 8.0)
3.61 (m)

3.51 (m)

3.90 (dd, 10.5, 4.5), 3.20 (d, 10.5)

18.2
28.3
17.0
19.2

104.6
75.7
82.1
68.7
63.7

101.5
71.9
72.1
73.4
70.5
18.2

103.4
82.6
77.6
71.4
76.5
69.8

104.6
75.2
77.9
71.2
76.5
68.2

105.6
75.3
78.0
70.8
67.9

4(Multiplicity, J in Hz) in ppm.
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BB iz TLC

: ZIZIPHI SPINOSAE SEMEN

7 : Jujube Seed

A Rk *&L B Z 4 Rhamnaceae {84 ik B Ziziphus jujuba Mill. var. spinosa

(Bunge) Hu ex H.F.Chow 2z % = # &+ o

- 32

(-) ®B &R [F223211(487 £ 52k 2021) vV
— P A5k 5.0 g0 47 B 15 mL > 2% AT 30 A
480 Wie 0 RHFL I AAN T IR ImL R 23R (L
&Rk o
[35202 2] (¢ F4 X fe®EL 2020)
— A A 1.0go e 7 @(60~90°C) 30 mL » 4c £ ir
a2l B g 0 R OB RUR 0 BRI 4 T R 30mL
feie R 1 PR k¥FIic o AR T2 mL o i@
2 %R TR R&EIBR

(=) #HREER P -2 F A (Jujuboside A)FFPRARIE K. » 4 7 AR = &

% % 1mL 7 1.0mg 3% » 175 $PRIRE 23R o
(=) # & + HPTLCsilicagel 60 Fas4 > 10 cm x 10 cm ~ 20 cm X 10 cm
(z) B B & [EBEH1)(L%Y #2252 K 2021)
— T mRe Ik (20:6:25)2 F RiaR e
[Ema# 2] (¢ #1 axfcEEL 2020)
— k& fot T pRIB R
[Em&3)(pFR%)YV
—C PP ECRepE ok (8:8:1:3)
() B B f 10cmx10cm~20cm x 10cm
(=) & B OERWHEALTIF IS5~,4 FFER  EREHEcm-o
(=) Hd &&AR R icfs 10%F/ 2 %2R (H2SO4/EtOH TS) s 7% 6 > 105 °C

GBI EFBS Foro 0T L LR T R

23



T 2EEZERBIR
Fokp o 111/12/26
%A RH) : 51%

B B (RT) : 19.8 °C

B LA LIS
1,253 A f =2 % A (1.0 mg/mL) 1>2>5uL
45556 a2 [552 1) 1>2>5uL
75859 B2 [5522) 1>2>5uL

EHRF R ABERC ERSRRY ST ARERIEACEF A T2
o P ERGY o el g gy [ 05 1])
EHREAE BRI eF A2l &R [F52 02 1] 20l -

24




BB ARER
F %P 111/12/26

4 A (RH) © 51%

£ & (RT) : 19.8 °C

[Em& 1] (4487 FL 5wk 2021) —2 7 E-kepr ik 20:6:

25)2. % K%t o
[P 2 1] (4#¢ 22 5% v % 2021) —HPTLC 10%F:f2/ 2 f5 3% BF

ST Ak ACEF AR S 036)

—

—— C—
. & 2

' .
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