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5+ (GARDENIAE FRUCTUS)

N,

S REFZAMER
(- ) HPLC & E* K47E
Waters 2695 Separation Module > ¢ 7 Waters 2998 ~ Photodiode Array Detector ;
& 47 % . ZORBAX SB-C18 Column (250 x 4.6 mm, 5 pm) ©

(=) UPLC ®E 2 k47§ 1=
Waters AcQuity Ultra Performance LC» # 7 Binary Solvent Manager ~ Sampler
Manager ~ PDA Detector ; £ 15 ”;? 1. Waters ACQUITY UPLC® BEH C18

Column (100 x 2.1 mm, 1.7 um) °

I NREHREREBRLA

(=) ##
z 35(99.9%) - p >t Sigma-Aldrich o
(=) &5

p= 4 (Geniposide)p- i +> 4 & 4 PR PG LD F 0 R 98% 11 L -
] /2

(=) ﬁxfiﬁﬁ’»i%ﬁ—;‘ﬁ’—’

EHAR6 G FEFMAER01g ¥ S0mL g F ¢ Ergh

* PR~ 75%9 R~ 50%° %~ 2 fR > 75%¢ ﬁ% ~50%2 fiE % 25 mL > 42

5 AR IF ARIE(3 & 300 W o #E & 40 kHz) 30 4 48 0 & 10 4 485 4000

xg)> " No. 1 g\ ilig ek # » 25mL 2 % g_;:ic’ vhe M BARD MR

# 3 L Bk (Syringe filter, PTFE 0.22 pm) » {7 o & - 10 uL ji » % »&a;

% Ap & A7 R(HPLC) » 2 #7ip| 87 s & 8 2 1R 43 ko < % 6 fff &
B e F FBA A o

(=) R Frs =i

BREFEP-A G4 RGBS 20 56 2) % 0.1 g- ¥ 50 mL g g @ >

FEde » 75%9 ik 25mL o 423 4R I AJ(# F 300 W o #E I 40kHz) 30 4

& > g 10 4 45(5 4000 x g) > 12 No.1 Ja iR > P~Jmik# » 25 mL %

BHgY > 40 75%° f I % A 0 # 3 £ 8k (Syringe filter, PTFE 0.22 um) >

W8 o & 4510 pL it » HPLC » A A0A F4F 1 i3 4 5 % 55 24k -
RS ARERR 2 B E AR E R
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(=) HEREE R
B FEAHPARE 16+ H 3.0 mg o 4e 10 mL 61 75%7 @l % 1 mL 3
to+ 3 300 pg iR S G5 R iR 0 200 75%9 FRAFIED 30 pg/mL |

() &3
BEEHPASPEAGES 20506 8#)901 g 5 S0mL grwg ¥ - %
FEAv ~ T5%% B3 25mL > A § A 4R F dZ(# 5 300 W o 4F 5 40 kHz) 30 A
& > e 10 A 48(% 4000x g) > 12 No.l Bk » Boipit » RANA 47
BBl LR B~ 50mL % EF S TS%P BI WA HIE
i#8 /s (Syringe filter, PTFE 0.22 pm) » T {% -

() Pl
A | M e Beg R R 2R % s e BLA % 10l > 2~ HPLC > P2

RN R L LR AR T ﬁmgg‘ » WIE o

(=) wE®R
Bprs Pyt HR S0 % 3 % i £.(300 pg/mL) > 14 75% 7 ik AR <
FFFHAEE 1507555030~ 15~ 5.0 pg/mL et 503 % o 0 AR
£~ 10 uL A Bli2 » HPLC & (7 28 A 45 » 1% 228 22 % & A (y i)
fotbdf 52 B (x fh)ik (7 AL ® §F > X RIFHREMRZ 2 2N y=ax+b
il e

(=) HpERRFRH
MFSF G 30 pg/mL 2 4 R R SR Rl B AR 5 4 0 e Hek
WA ROt L

(~) Eipte e
LB Bl - 7 BT BHB A RS BHE SR RNE 22T A
B S it 0 R 213 (%) 5 iR A e
R
2 AR Bl - T BT EHB R RS FHBR SRR AT S 2 UK
SR ER 0 A B 024851624 ) BRI HRIE R 1 peT ek
AR RS L

(1) MRHELE 2 3 "%
1. 1 2% *Y(Limit of Detection, LOD) @ #-& Frjk & 2 $28 &3 % 7 47448 -
FormgEiem L 23 kR 0 (T ERHEIAGIE -
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2. & *YLimit of Quantification, LOQ) @ #-¢ Frik & 2 3 575 /% 7 474k
oo Fuagiieit L =100 2 kR 0 ITE R ERAGIE o

(L) Frew fefim
R il
3

‘v > 4.0 mg Y3

FERORIE A S B K PRI 01g A5
J"’T’ Tﬁ%ﬁwzpzﬁﬂ'ﬁ_’ ER: R e i

(+ - ) HPLC » f7if i+

1. k45 ¢ * ZORBAX SB-C18 Column (250 x 4.6 mm, 5 pum)

2. ¥pIAE UV 238 nm

3. ;i ¢ 1.0 mL/min

4. FHE R 1 35°C

5.2 ~% 1 10uL

6. #&4p -

P& F¥ (min) & 3% (%) k(%)

0 15 85
20 15 85

(L) £ b1 FH BRI
B 10 47 By EH KA REUE 2 UER SRR L 10 uL
@4 3 442 0 HPLC » #1718 T30 % 5 F RN 2 SRR R A ‘T'frﬁ
PR

(+=) 3 52 UPLC & 7% i

1. & 47 'g * Waters ACQUITY UPLC® BEH C18 Column (100 x 2.1 mm, 1.7 pum)
2. #%plAE UV 238 nm
3. s 0.4 mL/min
4. FE R 135°C
5. ax8 11l
6. # & 4p :
¥ ¥ (min) z % (%) k(%)
0 15 85
8 15 85
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(- ) 1R &4+ H2 HPLC & 47
FE PR 6.35 4 A T Pe HIREE S (- ) e

aso] *lé

4y

5

A
5k
R

?-\

Qa0 z -I)J 4 -I)J 3 -:II-J & -I)J 10 I-J-J 1z I-)J 14 I-)J 1 6‘-) a 18 :J a 20.00
Rl- ~ t57F Hi# &% 7k 2 HPLC & 47§

(=) &fe+ FHte 52 HPLC & 17
W GER 637 MMM T EH S 1T Hk % (BD) - 35
FARFR) E 551 FEFF (N5 L1835k L ki * L& £p o

0.80
] - 7 A=
] re H
0.60— =
2 0.407
mw
Ccoo- - —
0.00 2.00 4.00 6.00 8.00 10.00 12.00 14.00 16.00 18.00 20.00

Bl- ~# %’F’z‘vi%*i%ﬁ%& HPLC%*.?E%‘]

(Z) Bt EBpami
TUT5% T B GRAERPE 0 B L EHE TR H A g B R o BT

T5%7 5 B ik E B A -

Fo— NP RBETE R

FB o Hik % 5 B it ¥ B
" p% 2927452
5% f% 3177856 N
50%" f% 3085524
 fi% 2096025
75%¢ fiE 3029724
50%¢ f 3067600
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(2) bt 3=
BEEAER2A AL ¢ ST FEBR 2(F 5 A2 98%) -

75%7 Fk 5 B~ = #ic re H % o A
¥ 1= 3348126
2= 214627
¥ 3= 45065
¥ 4= 16671
% 5= N.D.
(1) HREEPRFFRER
ErRREPRFHEOEE A TS G ffhF BE(Y)TEI DR E
M A2 5 y=13978x + 17933 » R=10.9998 » & 7 k & & 5.0-150 pg/mL
3 LEF SR R(BZ) o
2500000 a1
 y=13978x + 17933
2000000 R>=0.9998
¥ 1500000 -
-]
1000000
500000 |
0 L L |
0 50 100 150
JE & (ug/mL)
Bl= > o+ H2 & & AUF
A L P X FiE
i R AR 5 Jk B (ng/mL) LW F AR5 R
ted 5.0-150 y = 13978x+ 17933 0.9998

(=) HpERFR
Foeigstgr o fl* HPLC 2 F 2 ehff R R 24 > P+ HH R R 2
EHRE L 5 0.09% 0 &k S r P& KPR o
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(=) EAF B2 GRS

B ET

HEHEEL S 1.78%

T2 PR S

”f'JT# HPLC L&fu—l——mﬁ‘ ffﬂ'_ }’f’é—ﬁ-ﬁ“g‘_z'
pm%ﬁ*%ﬂ*m°ﬁ4ﬁﬁ2¢+%m%z
0.36%» i LR ] » 97 HREFRJILIE AL 24 | P

SRR S 4

() RS T 1%
i -T;fé BHEFLE 0.1 pg/mL (Ble ) T 8£4&'T 52 0.5 ug/mL (B 3)
20034 *%; -ET
LT N Y | SN
Bz ~ o3 2 o R 49 R
0,006+ *’é; :"::]t‘
-J-)J-J-,——u—_-—ﬂ—n-n—“,_._,ﬂ__a,__;ﬂ\_‘m,ﬂ___
—
BlI ~ o+ H2 T2 &TH TR
Few o~ LIS T
o+ H
217 _ 1
kR R.S.D. (%)
H%AE (0= 30 pg/mL 0.09
ZAE (=5 # &% 7% (No.3) 1.78
el (n=6) # 573 % (No.3) 0.36
pHE*T (n=3) 0.1 ug/mL -
T E &2 (n=3) 0.5 pg/mL -
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(1) i?J%4c‘?"1’{’—‘\‘;‘€$.5€E
Pt HE e w TS 5 96.38% > ApHIRE R L L 1.96%

F
BHHFL | 732 | rE | BIEL | PfF |[TEPF | RSD.
(8) (mg) (mg) (mg) (%) (%) (%)
0.1007 | 4.4347 4.0 8.3525 | 97.95
0.1007 | 4.4347 40 | 8.2433 | 95.21

S5

4.0 8.1791 | 93.61 96.38 1.96

0.1007 4.4347 4.0 8.3417 | 97.67

DN DWW N ==
(e
—
S
S
3
B
~
(U8)
~
-

0.1007 4.4347 4.0 8.3332 | 96.38

(+) 283 &840z ERT

10 3+ f5+ %ﬂ“ﬁ; R SRS A CA ST R i L
4.007-6.518% é;‘iﬁ%—"r Fitip i A et xfmg 7 EN1.8% o ik

Bk Fe T 3R 3B 7 T 5000 (F % 5 12051) o
RN Y S S R L P

41 %5i(No.) et 57 £ (%)
1 (NC) 6.071
2 (ND) 4.921
3 (NE) 4.007
4 (NK) 4.574
5 (NO) 5.467
6 (CB) 5.616
7(CF) 5.519
8 (SB) 6.518
9 (SGA) 5377
10 (SUA) 5272
T35@4S.D. 5.33440.714

(+ =) +5% #F# 2 HPLC 4y & Bl e =
P10 47 B teF Eh e Sk & 10 pl itk o 217 HPLC 45 ¥ B

kP o
1. & +7¢ * ZORBAX SB-C18 Column (250 x 4.6 mm, 5 pm)
2. ¥ pIAE UV 263 nm 3. ;i ¢ 1.0 mL/min
4. FHIER 135°C 5.7 3~% 1 10pL
6. # & 4p -
F¥ /¥ (min) & 9% (%) k(%)
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B> .~ 10343 #4442 HPLC 5}%} SR
(+ =) % 5453 H2 UPLC & 17
WGP 149 A SR T 1o IR Sk (W) -

0.40

i e+ ;I“
2 o.2oi /
0.00 — j\
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Minutes
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B = ~ o+ HRF &%k 2 UPLC & 17 R



L2 ) P &5 FHk &2 UPLC & 4

WA T REE LS A sUedEor te Bt &0 teF ek (R )
0.40{ f%:*?f
) i /
< 0.20-
0'00;““\““\‘ L A
0.00 1.00 2.00 3.00 4.00
Minutes

6.00

B~ 7 8§55 #Fk 52 UPLC & 17 B

(+z) *%;ﬁ—éﬁéz\; PN N B

SRy a

g}

59 1 C17H24010 5 A~ + & 1 388.37 5 3 8L 1 161-163°C 5 v ¢ 45 % o

(+3) e i
O._ OMe
H
A
OH
ho— " ~OH
"OH
OH
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/11702 (YHC14-31)

HeDD_G00 2021

Geniposide,

205" LT
vos e—

Lk
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3.06 i.2@.17 1

e
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.09

el
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1
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S

71 'H NMR H]

a—

1

Yy

S

1 13C NMR ]

i

) 1o

Geniposide_MeOD_600 2021/11/02 (YHC14-31)
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B e
(+ ) 1575 H ESI-MS Bl

D:\Xcalibur\...\2021\YHC 14-31-2

+ 3¢ PC NMR B3 (CD;0D)

10/21/21 17:50:38

YHC14-31-2#100 RT. 0.97 AV: 1 NL: 552E7
T: FTMS - p ESI Full ms [50.0000-750.0000]

Relative Abundance

387.1311

[M-HT

e

388.1344

389.1364

407.1368
LLARS LaRAS AL

380

- -t

» 2

el

FTIR Bl:#

IRARATRARRIELAR] SRR RALR) LAAn

385 390

mlz

+ 3 ¢ ESI-MS B3

T T T T T T T T e e

400

T

405

| 95
90
85
80
751
707
651
60
55
50|

457

%Transmittance

407
35

30

25

20

292272

2843.65
164530

1714.48

1311.74

1284.58 1205 49— 125244

1296.91

119067

1133.84 ——

1163.49

110913

960.88

980.65

1025.12

-

1044.89

1077.01

891.70

936.17

~—~

698.97

649.55

627.32

773.10

797.80

3500 3000

2500 2000
Wavenumbers (cm-1)

1500

500

EI__L

_ .
~ B

F H O FTIR Bl 3#
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(= +) f3 Feh UV B3

AU

6.357 Peak 1

Bl = ~ o3+ Heh UV BI#
%=~ e Hha o~ I § =4 (CD;0D)
position ou (600 MHz) dc (150 MHz)
1 5.16 (d, 7.8) 98.2
2 - -
3 7.50 (d, 1.2) 153.4
4 - 112.6
5 3.16-3.20 (m) 36.6
6 2.07-2.11 (m), 2.79-2.84 (m) 39.7
7 579 (s) 128.3
8 - 144.8
9 2.72 (t,7.8) 47.0
10 4.18 (dd, 14.4, 1.8), 4.30 (d, 14.4) 61.4
11 - 169.6
r 4.70 (d, 7.8) 100.3
2’ 7.21 (dd, 9.0, 7.8) 74.9

21
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3 3.34-3.39 (m)

4 3.26-3.28 (m)
5 3.26-3.28 (m)
6’ 3.62-3.65 (m), 3.84-3.86 (m)

11-OMe  3.70 (s)

77.9
71.5
78.4
62.7
51.8

4(Multiplicity, J in Hz) in ppm. *interchangeable.
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! A% % & ¥ 4 Rubiaceae {2 47 ¥3+ Gardenia jasminoides J.Ellis 2_ §¢ % =

[5F522 1) (47 L 52w 2021)

— B Ak A 1.0g> 4?20 mL > ¥ -R4B ¢ IR
30 480 At WBim PR T A R SBR o
[52222) (7 &4 A2 fvHEL 2020) vV

—B A& % 1.0g 4 50%7 f% 10mL > 423 A 3= T 40
Adh o Wi PR TR RSBIR -

[552i23)(p FRH)

— B A&EEx 1.0g 4 ?f 10mL &£F AF&F 30 »
&> WEip 0 PR TR SBR

P~t3 + 3 (Geniposide) ¥t BB 152 & » 4 P FRfl+ & 1mL 7
1.0 mg % i > 17 5 $RARE 505 0% -

HPTLC silica gel 60 F2s4 > 10 cm x 10 cm ~ 20 cm % 10 cm
[EmA 1] (L4 22 % e 5K 2021)

—e e T (G )

[Em& 2] (® =4 82 {cREL 2020)

—o e M TRk (55010 1)
[Em&3)(p FERE)V

—c e M TRk 82010 1)

10cm %X 10 ecm ~ 20 cm X 10 cm

ERWEATG IS~ TER > EFIEH 8cm -

i 2
4 & 7 GARDENIAE FRUCTUS
#® <% ¢ ! Capejasmine Fruit
A R
BER

- 3 Ié

(— ) Jfﬁ e /7\;‘ s

(=) HREFEES

T iR

(=) & & ¥

(=) B B &

) B B #H

(=) & 24

() HI &R

12 10%Fn e/ ¢ % 3%% (H2SO4/EtOH TS)™f 7 14 » 105 °Cte
B EFRS Faro T A K2 A £ 365 nm 2 ¥ hE

PR AR 2 o

23



S FEERZIERRRR

5k p g 110/11/15

¥ A RH) : 51%

B R(RT):226°C

[BEBH3) (p RS )—c e fin " f: -k @8:2:1:1)
—HPTLC 10%F: e/t feidiR g d (57 Lk 0

-.-.p*"'!?"”‘?-.‘.!?
-3 ‘

e

HBE 2 Bt §
1,23 #%5 (1.0 mg /mL) 2555 8uL
4:5:6 Wesidi 5 (52 1) 1-225uL
7:89 W sid i 5 (5 2 2] 1-225uL
1011212 | #&pr S5 [F8 2 3] 1-225uL




Z R ANER

F %P 110/11/15

1045 A (RH) : 51%

R (RT) 1 22.6°C
[Ema 1) L4° FL 5w im2021) —e e fy: "/ 3:1)
[55= 2 2] (¢ £ 4 % £ fe@M#FL 2020) —HPTLC 10%Ffe/ o ff ik b
I T AkK AT H RAEL 0.52)

[552 02 2] (¢ &4 L2 fe@EF L 2020) —HPTLC 10%Fife/2 &k b
i % RGeS nm)k N (F5F F ReE 5 0.52)

25



[BmA2) (¢ £4 % £ foRBEL 2020) —c fhe fia i : "k (5

5:1:1)

[ 2 2] (¥ 4% 3 foRHL 2020) —HPTLC 10%F: /e 3% B
T AkRA(GEE H RAES 0.72)

[5522 2] (¢ &4 22 fe@ZE L 2020) —HPTLC 10%#: /2 f% % &
is% RGeS nm)k N (F5F F ReE 5 0.72)
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[Ema3)(p AR —e et "f:-k 8:2:1:1)Y
[55~2 2) (¥ # 4 2 2o %L 2020) —HPTLC 10%F:fe/ e fbidiv &
d T Ak di(feF H RAE S 043)

—— . S e R e e R e e

[552 02 2] (¢ &4 L2 fe@E L 2020) —HPTLC 10%#ife/2 8% &
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1045 R (RH) : 51%

B R (RT):22.6°C
[EB# 3) (p FBE#)—e e f@: "@:k 8:2:1:1)
(552 2] (Y B4 3 £ feRFL [F502 2] (P FL L foREL
2020) —HPTLC ¥ & k4 ) 2020) —HPTLC % ¢} (254 nm)# !

[5352 2](Y £4 2 £ feRFL [F30 32 2](7F FL a2 frREL
2020) —HPTLC # *F %£(365nm)# 21  2020) — HPTLC 4 % W iE-Fifa ¥
k4 1
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§i8v Lk ¢ 18 % 7h (365 nm)Hk 21V

1 : Blank
2t %}'

34 &EIBIRS
5 ¢ Spike

ERPLE T N L 10%FE/C fRiRR ARG (53T F Lk 2 ek (365 nm) ik AR

TGRSR
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¥EARH) : 51%

i A (RT) : 22.6°C
[EE#3)(p FRBF)—e e fig P Pk 8:2:1:1)
[ 2 2] (¢ £+ 3£ fcREL 2020) —HPTLC 10%FRfk/2 5 32i%
54

(1) 10%Fife/e ek g d ¥ 0 kifg )

(2) 10%Fnfs/c F3idiR g 4 18 % b £ (365 nm)ts )

Blank 708 | &%k 3 (NE)

¥+ (1.0 mg/mL) 910 | & &% % 4 (NK)
3.4 | He&iBie 1 (NC) 11512 | # &3 5 (NO)
5:6 |t&iBik2(ND) 13 Spike (& &% i% 5)
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[5P2 02 2] (P F4 A5 {o®&EL 2020) —HPTLC 10%#rfie/ e % ik
B d

(1) 10%Fnfia/e foidipdad v A kg )

(2) 10%Fr /e feidik B 4 18 % ¢F (365 nm)ik !

N

Blank 728 | &%k 8(SB)

¥+ 3 (1.0 mg/mL) 910 | &% % 9(SGA)
3>4 | & &i%i% 6(CB) 11> 12 | #% &% 7% 10 (SUA)
5:6 | &&ipir 7(CF) 13 Spike (% &% i% 5)

gk [F50 2 2] 2 [BRAI3] 5 & M7 A ek s Fox
Sfit o 0 10%FRE/C BRI RS 0 0T ALk R # eh L(365 nm) T AR -
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