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Establishing Fingerprint of the Leaves of Dendropanax Dentiger Based on LC-MS

LIU Min!, CHEN Meng ', CHEN Guiyun', FENG Meiling!, ZHANG Xiaoqin®>, YU Le', FAN lei'(J.Lishui
Institute of Food and Drug & Quality and Technical Inspection, Lishui 323000, China; 2.Lishui Hospital of Trditional Chinese
Medicine, Lishui 323000, China)

ABSTRACT: OBJECTIVE To establish the HPLC fingerprint of the leaves of Dendropanax dentiger based on LC-MS.
METHODS The column was Waters BEH Cig(2.1 mmx100 mm, 1.7 pum). Mobile phase consisted acetonitrile(A)-0.1% formic
acid(B) with gradient elution. Column temperature was 35 “C, flow rate was 0.2 mL-min~! and injection volume was 1 uL. Mass
spectrum condition was electrospray ionization source with negative ion detection, and the source temperature was 150 C, the
desolvation temperature was 500 ‘C, the desolvation with N2 was 800 L-h7!, the cone with N2 was 50 L-h~!, the collision gas was
Ar, the capilary was 3 000 V. HPLC with Waters Sunfire™ Ci3(4.6 mm=250 mm, 5 pm) column was used. Mobile phase
consisted acetonitrile(A)-aqueoussolution(B) including 0.2% formic acid and 0.06% tetrahydrofuran with gradient elution.
Detection wavelength was 256 nm. Column temperature was 30 ‘C. Flow rate was 1.0 mL-min~! and analytic time was 80 min.
Injection volume was 5 pL. Used the methods established above to be the HPLC fingerprint of Dendropanax dentiger. RESULTS
Under the same fingerprint chromatogram condition, the methodological results were satisfactory to 10 batches of the samples.
And the similarity range was 0.939-0.989. CONCLUSION Dendropanax dentiger is an evergreen plant. The chemical
constituents in its leaves are closely related to the growth years, environment and harvesting season of the plant. The established
fingerprint identification method is simple and reproducible, which can provide a scientific basis for the quality evaluation of the
leaves of Dendropanax dentiger.

KEYWORDS: leaves of Dendropanax dentiger; LC-MS; HPLC; fingerprint
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S~ . HEAHR. BATHGEN. WS IR,
PEA L NI P LY Sy ES R N I
LA Rl AR R 1) 30 M iz —, AT
BT RIRE . R R PEAERED, thsh, W
SR EAE RS, WS WEERE N IR
EHMBER” 2 —, EERT FEANE . 4
PO FUR A, WS SR e B = S ) S R
21U, o EE R A B PO A AR B
TERTEAW Fe b R IR 20 BT & B SR . 255K
FE, REFTWNSH R R, RN S
Wi e, R REY IR, R FRER
S €0 - o T IR 0 A 4 R 2L B, SR
W ) 5 = I HPLC B S S R FR S0 .

1 UHESRH

1.1 {8

Acqutiy Y5154 (Waters); 1260 &= R0 AR
A (25 18); XS105DU HL 7K F(METTLER
TOLEDO A &),

1.2 R%

BT HH RS 111574-201605; 7 &
95.2%), ZEJRERN IS S: 110753-201716; &
B 99.3%), 1 XSS 100080-201409;
S 91.9%), 3,5-0- W38 2= 7 B ) B (A
5 111782-201706; & &: 97.3%), 11Z/H;-3-0O-
EEPEE S S 112007-201602; & &
90.8%), b3 Xof HE it 25300 15 e ] i 245 ot A o T A
B MG WER. PUSMRmE N tilkal; KOs
MK .

MR IL 10 i, 28 AP HIT%
7€ N TUINEHE Y 2 (Dendropanax dentiger) . B Ak
FEENE 1.

2 FEE%ER

2.1 WS R B - 5 S e A E
2,11 EAGKM S TG & R i
A Waters BEH Ci5(2.1 mmx100 mm, 1.7 pm). ¥i
AR CIE(A)-0.1% F BR(B), BiEEBENL: 0~5 min,
5%—>30%A; 5~6 min, 30%—70%A; 6~7 min,
70%A; 7~7.5 min, 70%—>5%A; 7.5~10 min, 5%A.
PRARR BN 0.2 mL-min™', F:E 35°C, #HEEER
1 uL,

JRRE A FWE S B UR(ESD), B R,
AU N 150 C, VA AAREE 500 °C,

0 o

FE BN 26554 2020 46 1 %5 37 55 1 )

i v 75 S &R 800 L, HE AL AR AR
50 L-h7!, REESCAEA, BEHEIEA 3000 V.
£1 WMEELEEAR

Tab.1 Sample information table of Dendropanax dentiger

B g 5 SR Sl
1 TR 7K T S 401X L A 2018.07.02
2 7K T S A X B a8 2018.07.02
3 WK RBETTES 2018.07.04
4 AR T 35 T EL B I 2018.07.04
5 T 7K 172 & L s A 2018.07.05
6 B 7K 7z AL A 2018.07.09
7 BN K T4 B EL 1 R 2018.07.09
8 T 7K 7 # FH A A 2018.07.15
9 B /K T 2 2580 T 2018.07.22

10 /K T R TG £ 2018.07.23

2,12 HEAEERHIS BCTRIEE 2 SRR 4
SRR RY) 2 g, FEEIMN 80% I EE, KB INHA
FIRPEE 2 h, REIEER G, FSEIE AN 2%
Kima, g, .

2.1.3 EAN RSB E o kE B RREON
FAER S 10 mL &, I H BV AR O 25
A 1 mL H2THHE 039 mgL'. &EK
0.46 mg-L™'. T 0.46 mg-L~'. 3,5-O- —0inmEfL 3L
Z TR 029 mg L'y il £ E-3-0- 2 & B
0.22 mg- L1 BT HR A il 2 o P393 0 kG 25 F2 X
IR R A AR VAR 0.3, 1, 1, 1, 1 mL F[H— 5mL
I, INHEES, BISR AN IR TR .
2.1.4 IS SE TR o B R EOE T
Iy RSB IREL “2.1.27 “2.1.37 TR 4% BIVA TR,
PR “2.1.17 TUR 2 A dERERT I, 45 3060 #R
B S S TR g E LA 1

215 WEHHHLEDWRIEHEE R
“2.1.47 EER, RS & A A P i )
J& AT, RN 2,

2.2 WSHEARTE SIS e ST

2201 &M Bi% KN Waters Sunfire™ Cig
(4.6 mmx250 mm, 5 pm), I NLIEA)-IRE
KB (CE R 0.2%FPUE R 0.06%)(B), 1h/E
el : 0~5 min, 4%—>9%A; 5~35 min, 9%—> 14%A;
35~50 min, 14%A; 50~60 min, 14%—20%A;
60~80 min, 20%—>30%A. KK A 256 nm,
FEIR 30 C, AR ESN 1.0 mL-min™!, 43ATHS (]
4 80 min, HEFEECH 5 uL.
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Fig. 1 Ion current chromatogram of reference substance and
test quality spectrum

A-TIC chromatogram of mixed reference solution; B-extracted ion
chromatogram of mixed reference solution; C—TIC chromatogram of the
sample; D—extracted ion chromatogram of compounds in the sample;
1-syringin; 2—chlorogenic acid; 3—rutin; 4-kaempferol-3-O-rutinoside;
5-3,5-0O-caffeoylquinic acid methyl ester.
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xR2 HErEEENEHE TR
Tab. 2 MS attribution of compounds of the leaves of
Dendropanax dentiger

P SF ¥ B F&
S VAN 1 I VA )& T/ )& HEY
N MW  min m/z m/z
1 372 4.6 417 [M+COOH]- 209 [M-H-gle]- ¥ T&HH

2 354 46 353 [M-HI" 191 [M-H-caffeoyl]” %5/
3 610 6.1 609 [M-H 301 [M-H-rha-gle]~ /7T
4 594 65 593 [M-H" 285 [M-H-rha-glc]- 1LIZ5K
3-0-%F
LREd
5 516 6.8 515 [M-H" 353 [M-H-caffeoyl] 3,5-O- Ml
78

H: gle—HEFETE T (MW=162); caffeoyl-MMEEEHEE i (MW=162);
rha— R 2 HERE T (MW=146).

Note: glc—glucose fragment(MW=162); caffeoyl—caffeyl fragment(MW=
162); tha—rhamnolide fragment(MW=146).

2221 REEEELE 4 SFR, %2127 0
NI E AR VA, ESRERE 6 IR, R A
TR, AHXHE B A K RSD A 0.05%~0.30%, #H
XTUETHIAR Y RSD A 0.36%~1.34%, 45 BRI % IL
A 18 SUUE B AR X PR B A 1] AR X e T AR S AR —
B, WE G RN PR

2222 #HEWIRE B4 5N, % “2.1.27 T
NI S 6 R A, i eE, il
S ], AEXHR B ] RSD A 0.02%~0.11%,
AEXF I T AR Y RSD A 1.07%~3.93%, 45 RF W&
P=REL /I

2223 famEtiAsg  HU4 SR, 12 “2.1.27 T
TR A A, A 0, 2, 6, 12, 24h
HBERE, Sk i ], AR B I E] () RSD 24 0.02%~
0.25%, FIXHIETRIA RSD N 0.33%~4.79%, 45
BRI REAE 24 h WIEAFEE

2.2.3  FROUEE I ST A R b

2.2.3.1  fRGUEVER L RAUE 8T B 10 #it
PSR, % “2.1.27 TR 7 vkl & AR i i v
FEL“2.1.37 TR REA N AR, % “2.2.17

IRl SR e, SR 2l e SR R A
BUEP RGL” (2012.0 FR)BEAT AN, DL S1 A
MR, PR 5 0.5, AEREIE TN
YA, ERTRIE R, #e T 18 N H I, Ht
FE i 55500 B i S0 S ELRARALLEE S 0.939~0.989 6

SR 2~4.,
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Fig.2 Fingerprint of 10 batches of Dendropanax dentiger
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Fig. 3 Typical chromatogram of Dendropanax dentiger
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Fig. 4 Chromatogram of mixed reference

7-syringin; 9—chlorogenic acid; 14-rutin; 16—kaempferol-3-O-rutinoside;
17-3,5-O-caffeoylquinic acid methyl ester.
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