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Method establishment of components identification and content determination of index components in
Gantaishu capsules

WANG Xiaoli, ZHU Ping, ZHOU Yanni, BAO Leilei(Dept. of Pharmacy, the Third Affiliated Hospital of Naval
Medical University, Shanghai 200438, China)

ABSTRACT OBJECTIVE To establish methods to identify the chemical components of Gantaishu capsule, and determine the
contents of 6 index components including glycyrrhizic acid. METHODS The chemical components of Gantaishu capsule were
determined by HPLC-TOF/MS; the contents of 6 index components including glycyrrhizic acid were determined by UPLC-MS/MS.
RESULTS A total of 41 chemical components were identified in Gantaishu capsules. The linear ranges of glycyrrhizic acid,
mangiferin, luteolin, costunolide, oleanolic acid and berberine were 200-10 000 ng/mL (# were all greater than 0.999). The limits
of quantification were 200, 20, 10, 1, 10, 0.5 ng/mL, and the limits of detection were 100, 10, 5, 0.5, 5, 0.25 ng/mL,
respectively; RSDs of precision, stability (24 h) and reproducibility tests were all less than 5.0% (n=6 or n=3) ; the recoveries
were 99.05%-101.08% (RSD were all less than 2.0%, n=6). The contents of them were 2.42-2.66, 0.85-1.16, 0.35-0.46, 6.18-
6.46, 0.99-1.29, 5.22-5.56 mg/g. CONCLUSIONS The established methods for identification and content determination are rapid
and simple, and can be used for the identification of chemical components and the content determination of index components in
Gantaishu capsule.
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YL 0 S ARG R 5 5 1 B AR J3-00 ,
WRAHIE AR AE , W T £F 44k, 18 52 2 A , X & A0
BEPEIF A L2 A e A Ak IR 5 4R A5 AR B
FERTE Sy G

JHF 28 &% I 3 AT Jo B A i Ayl 1 il 24 o e B
HJR 24 Sl bR ifE WS-10133(ZD-0133)-2002-2012Z, %45
HESOM R F 38 0 24 e A NBE R IUOR T iff AT 12
o, AR FH 2 4 R A S A T I (LA
FEECRIRIT) o BRSO I AR SO A 3
(high performance liquid chromatography , HPLC) 32l %8
T AR ET B v R A S Y A KU AR I 2R
AP BT ARUESAT T OFIY, (HIX LI AR bR 53 B
—HA L mEMAE AR . T 2= g5 il
GYEAR R R 2R M AR TS5 R, o — il
3 XE LA 4 T s Bl 550 0 B i, iz H OG22
Yy BB Al B R D TR, BT P 2 e 28 1 A2y 1l
O3 I AT IO 45 G Ol PR T 24 19 22 4 M AR ot
HAREZEE L, T, AN R H SRR AE- RITHT
[&] i % (high performance liquid chromatography-time of
flight mass spectrometry , HPLC-TOF/MS ) 43 A % 51 T JiF
RGP I v B A2 Ay, R TR e ASOBAH - FR B T 1%
(ultra performance liquid chromatography-tandem mass
spectrometry , UPLC-MS/MS) £ AR M & T 28 &7 i 3 v
HERR R ORBRY OREENER ORI /NEE
B8 6 TR AR LA 1Y 5 i, 15 10 28 AT I 3 1 Jo i 425
FAR NS

1 #E
1.1 FE{ES

AHIE 5T B 3 EAL S L 45 Agilent 1100 %Y HPLC
% | Agilent 1290 % UPLC 1% ., Agilent 6220 7 5 73 HF &
F7BsF R B34 . Agilent 6470 %1 = 5 PUAKAT BT (22 =
Agilent/AH]), 125D-1CN B3 73 2 —HL 1 RF- (1 [
Sartorius 2 ) ) , ST-40R Y i ¥& 25 .0 #L ( 3& [E Thermo
Fisher Scientific 2 &) ) , Vortex-5 % 35 HEAX (V&[] 7 FLAK
DL JRAL S 5 AT FR2A 1), PW-UV/VF BB 4lik 248 ()
A T B AT B A ), SB3200-T R 75 AL
REfE S () A RR A A,
12 FEHRBSIKA

HRER G HR 5 (415 Y02 11L113432) 2 5 % R
fh (315 C21M9Y61363) | A Ji# B XF BR &b (k5
A22GB141264) AFREBEXT BE & (L5 J22GB152180) |
S5 1 R R % BR S (HiE 45 J24HB174960) /N BETE X 1R
(L5 SO1A10K94340) 0 [ I 1 W5 A= MRS A B A
Al 4l K F 98.0%; H R i TR (AR, ik S
11820190, i3 >99%) W [ L Balhr T A AL RHE B A7
R W5 I 28 &7 e 4 (it %5 01211202, 01220701,
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01220704, KA g 0245 0.4 ) W [ 75 76 S R R 24 0
AR AR F R O RS Ry Bkl Ry
o gkal, KO HEEK
2 AEEHER
2.1 BEHFEE
2.1.1 % BRIV S BRI TR

R B AR IBUH FE R SR R B AT ORF NS
FEEICRTR /NBEGHRT HR 4% 2.0 mg, 73 8 T 2 mL 45 6
S, I B AR S SR B B R FE Y 1.0
mg/mL [ 5 — X BB A AT 4l B AR A B — X R
vt it B VRS S, P Y s ) % 1 4 o s v B2 3414 10 000
ng/mL TR XS HE S A AW . B 3R TR B X R A T
T, R 1.2.5.5,10,25 50 F5 i B L A5 T iR i
43512410 000 .4 000,2 0001 000,400,200 ng/mL 1] &
GINRA X B o [FIVA T A5 BTt MR A 1 wg/mL /Y
PRI
2.1.2 SR

K 2 R Z3 67 IC BRI K 1 g (i 40 ) , & T
100 mL &, in 50% HEE 50 mL, 74 (%6 2.0 kW,
A% 50 kHz ) ZbFH 30 min, i 2, 1 509% FFEEAN A 5
KT FE5), 220,22 wm GEFLIERR , iEad , B2 TR
Jom EE AR g 2047, RIAS P AT
2.2 RIEEH
2.2.1 @i

LA Agilent InfinityLab Poroshell 120 EC-Cys(2.1 mm X
50 mm, 1.9 pm) A @R, 25 (A)-0.1% H B (B)
Sk U Bl RE AT A B R A (4345 531 : 0~5 min, 5%A—
15%A ; 5~15 min, 15%A—35%A ; 15~25 min, 35%A—
70%A; 25~35 min, 70%A. & & | % : 0~3.5 min,
10%A—90%A ;3.5~5 min, 90%A ) ; {734 & 0.5 mL/min;
FEIR A 25 °C; #EFE A 3 wl.
2.2.2  JIigs1F

(1) 8053 %6 1 1) o 3 25 A0 o < R T Wl 5 55 55 - O
(electrospray ionization, ESI) DA 1E 7 2 =0 6 ; B4
BHL TN 4 000 V(+)/3 500 V(—); THESIRE N
350 °C; TSI A 10 L/min; 254625 5 774 40 psi; i
A HLEER 180 Vs 4 -y m/z 100~1 100,

(2) & 10 A BTTS A5 1 - SR TS I H AR i
5 55 B F Ui (electrospray ionization with Agilent jet
stream technology, AJST-ESI) DA 1E 1 & F- 34 ; &
Y045 LR 4 000 V(+)/3 500 V(=) 5 TSR E R
350 °C; TN 10 L/min; 545 H 714 40 psi;
SR R 350 °C; B K 11 Limin, 822 O Wl
(multiple reaction monitoring, MRM ) 1E & =0 T 19 it
THESHOR  HBLR m/z 823.0—453.0, % HHL k166 V,
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i RE TR R 25 eV ; PSR m/z 423.0273.0, % HLE Ry ®1 HRTFREFUZRSHISTER
123 V, BfAERE R 25 eV s RFRFAT m/z 449.0—287.0, i . et AT BRRT SEAT

I I A 7 T T
N 9 s Al 2L . VA b z z
R ROy 123 VBl HE G 25 eVs A RE N i m/z [ 14 G0, [N 490898 4590005 SRR AR 15

233.0—187.0, BE LR M 118 V, il fig i Ky 13 eV ;3 /) M-H 4550953 4350951 414

7 o N A e A L 1375 CHW0,  MHHT 3551004 3551018 LR i3t —1.69
BB m/z 337.0—321.0, # A HL Ry 146 V., fif & fig 10 MeH- 08 NS o0
33 eV; N5 m/z 271.0—91.0, 7 F HL R R 90V, filfi 4% fig 348 CHO,  H] I8LMs - -
N A LR RS e M=H] 1790350 179.0343 R gt % =391
it 37 eV 72 MRM B8 AL T BB 2400 5 4531 CoHu0, M) WBI93 3B ETEE AR 161
W2 m/z 455.4—407.3, 7 7 HL R 100V, filf 8 BB & 0 M<COOH]™  417.1402 417.1392 -240

- e . - 565 CHWO,  [MeH] 1930707 - -

; 5 269. 169.0, N1 , ol .

60 eV PIA5 m/z 269.0—169.0, B Ji L [0y 108 V., RiLHi M=H" 1910561 1910553 Z7% INEERG —419
FEEN17 eV, 6 788 CyLNO, M) M5 30 L4 WHhEE 438
2.3 S 2\ U ) M-H 3401554 3401559 147
141%?&%%?]%*& i 7 803 CoHNO, [M+H] 342584 3442578 B JhsEsk -1

2.3.1 AR B e Y ST NM-H 09 - -
e x4 TCMSP (https://old. tcmsp-e. com/tcmsp. php) . B8 GO, DINR[ SIS SR2S64 EERARRA Lk 340

. , - ) NM-H 59234 - -
ChemSpider (http : //www.chemspider.com ) £ 4} /& S #H 5 D825 CHNO MEND MM WIS EAWE BEES% 1

SCHR, FLUSCAE B 181 FpIT 28 87 IR O A oy o R B seaso - - . -
. « ” N . 10 859 CuHiOy  [MHH] 430927 423.0944 1EHHF VES 402
}EH Agllent formula-database generator ﬁk {*@E’ﬂﬁiﬁi M-H]" 010776 4210768 —-1.90

ISR A SRS S AR S IN o F 90 CHNO, MH 354136 354147 FWAB  WEAEE 30
M-H 3090 - -

Ao o B TS 1956 CuH0,  [M#H] 3851282 3851263 WRMWETZ —493
2.3.2  JFZEEPICHER) SR T A M-H 38156 - -
« ” . e 131076 CHNO, [MH] 80224 H0230 KMIFE RSk 139
2,127 R I g 3 L 5 01211202) , 3 M ms - -
€227 TR R S REIN A |, A5 A W B B B T IR (K] 41099 GO, [MINH] 36198 36l611 [TEETE i 337

=t >S4tz il FELY =X . [M-HJ" 367.1187 - -
1 ) o *ETE‘E/TT HTJ‘ IEﬂ Fﬁljaﬁ{)mj 1%7%‘:6% %?‘E‘ *n%bké}m% E/‘J 15 11.53 CZZHZZOw [M‘*‘H]’ 471286 4471308 ﬁzﬁﬁ? a’%ﬂ‘-#‘ 492

PSS
BFE 8, 52317 W0 T @5 T S, BN [MtCOOH]" 4911195 491.1199 081
o . . ST . . 16 1154 CH0s  [MH 25057 2850764 WiAEE Hi 246
Qualitative Analysis JiT 315 73 BT 4K 44 11554320 1% % Rl o7 {M—I-]I]’ - e s
Z0A0 K S E S ST IME AT R B BGR 2Z /N TS 17 1184 GH0,  [MeNH) 3561856 33561859 HEAREA i 084
oAb - . . — M-H M5 - -
ppm LA o BRI GRS b il 41 18 1204 CHNO, MH] 30649 30657 BERE WEAHE 26
bz oy, 1B AT S5 37 Ak il oy, M-H 38103 - -
e T . s . e 19 1205 GO, M 6ILI60T LIRS o )
TARIF S 5 23 FLAE A | S A AR S A
R KRR S WIS Ry, /INEERE BRI B L LT A NI GO, M 49IRT 4191356 HE L 45
I e A 4L I M-H 47191 4171075 -384
@éﬁﬂ#é%mﬁﬂ,\ﬁﬁﬁkﬁ o BARNEL U105 CuHa0, MHP MOI078 M9I088 SHEET R 0
i M-H 47093 4470950 380
N 1260 GHy0n  [MHH] 491078 449.1080 AKRREH I3 045
M-H 47093 4470930 -067
- . B 126 GH0s (M) 3550540 3551539 HEAIm  HE —08
NS : M-H 33194 - -

U 1335 CHNO, [MINH 4650743 4651764 BVAEEH WAKEE 451
[M—H] 461358 — -

0o 2 4 6 8 10 12 14 16 18 20 22 24 26 28 30 32 34

[ [] /min
A TEB T 351526 CoHo0  [MeH) BLBT - -
2.4 [M+COOH]™ 475146 475.1243 6t —063
2 %1530 GHNO, DRH 39 0T M OMBE 09
£ - 1 _ _
Bl [M-H] 3351163
Eos 7 1560 CuHyOs  [MHH] 4191337 4191337 FHEH i 000
0.4 M-H 417191 417175 —384
0 B 1564 ColyOs  MeH] 5871759 5871786 fr 46
0 2 4 6 8 10 12 14 lh‘ 1? 20 22 24 26 28 30 32 34 [M*H]’ 5851614 585.1622 137
[ [] /min
B. A T — AEXF AR N IZ AL A TENR N ;5 15425 (ppm) = (SEPRA>Fik —
Bl HHREFRENSETFRE BB T )/ TR X 10°,
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gx1

s e NI w4
ag b0 0 ST T e sieR e
29 1890 CH0,  [MH] BLIO BLINY LAAFNE AR 389
M-H~ 29134 - -
300 196 CuHgO, [MNa| 8074501 8074532 EERHN  EE 384
[M+COOH]™ 8294591 8294571 -241
30 2063 G0, [MANH] 2742741 2M2735 iR [ P A )
M=H™ 2552330 2552331 039
30207 CHOs  [MNa| 8494607 8494606 FEFEFD HE =0.12
[M+COOH]™ 8714697 8714682 -1n
33 24 CoHeOy  [MHH] §34111 8234119 HER i 097
M-H™ 8213965 8213982 207
Mo 24 CHO,  [MH 413469 4713483 FERH  fE 297
[M-H] 4693323 - -
35 0019 CeHiO  [MH] 935261 935261 KERHFI  #K 000
M-H s - -
36 298 CH,0, [MNa| 8914713 8914756 FEREA] HE 482
[M+COOH]™ 9134802 9134782 -219
3 2466 CallOy  [MHH] 513676 — -
M-H 4553531 4553529 FEUER  BFE —044
3 2574 CHO,  [MHT 2750550 275.0556 R4 EME AR 218
M=H 2730405 2730399 -219
392756 CuHNOs [MENH] 4393166 4393153 SEfillk JEhEELk —29
M-H" 402555 - -
4 2891 CHy0, [MH] M31536 2330540 AFEME AR 11
M-H 3L - -
4 B0 CoHiNO, [M+H] B410T4 3341083 THMEWE  FEMEE 269
M-H 32098 - -
2.3.3 LA WEEN

DA BA I 1] g 11.54 min B9 4658 16 9 101, 78 1F 25
FA T AT B 285.076 A[MHH]”, B FH
KT B T8 104 283.063 1IM—H] ™, F| ] Qualita-
tive Analysis 5T i AT 4 TR 0 F 0 AT BEC &
R (5% 22 <5 ppm) , #E5 2 T 30N CeHL0s, 225
“2.3.17 T BAE FE R A P L B e A AR
AR, SERE 2,
2.3.4 ALEYIRRNIER S AT S IE

285.076 4

R .‘ [ ‘.‘.Iu, || bt 1

272 274 276 278 280 282 284 286 288 290 292 294
miz

A ER TR

2.2 283.063 1

296 298

T T T T T T T T T T T T
272 274 276
mlz

B. i g T

B2 NEZENEHRERIKE

. 2860807

0.8 ety
1]
0 — e

278 280 282 284 286 288 290 292 294 296 298

284.0 2844 2848 2852 2856 286.0 286.4

mlz

; ATERFHR
X 10’

2.2 S e S
2.0
18
2 1.6
£ 1.4
1.2
10
M08
o6
0.4

1]
0

286.8  287.2

282.00 282.50 283.00 283.50 284.00

mlz

284.50

285.00

PIAE A IFR] A7 11.54 min (30242 R ], Hodr 15K
4 CisH 05, 1| JH Qualitative Analysis i 1% 23 B 4% 2F 115
ERES PR MR A I 00, 95 92PR kit
XS AR IR, DUE % 2 1Y [ 28 40 A BB 1 (O
HE BT 7R ) 5 52 BRAE (5 HE NI BT 7R )W) BT, 38 165
VR HR 2R, G5 A ILIEL 3,
24 HEBEZMIBIRRSHNESENE
241 EREHEE

BUZS (AT CH ) L 2.1 300 TR A R Sl T T
(st 8 ok 1 000 ng/mL) ,“2.1.27 5 b i A, 4%
“2.27 TR A HEREI A SR g A . SRR, HRE
i A KRB EA ORFIRNER FTEORER /N
PR (57 B8 R L AR CLE B A 11 O B Bk 1] 3 31)
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B. i g T

B3 NESENRULESHE

$92.1.1.2.1.5.3.4,4.5,2.0,2.6.2.6 min, G4 T4, H
WHREA T 8 000, HIARIE Y 43 25 FE X KT 1.5, LR A
F40.95~1.05, 5K 4,
242 LMEXRFE

B2 117 T0 R ZRBNR AT IR SR, #42.27 10 F 4%
PREREINRE | DAAS B3 0T e v JBE Rt Al s () (g TR RRL
PARKR (VB TLERNE . 250K 2,
2.4.3 ERRSEMIRAE

H“2.1.17 300 3R A % B8 7 (5 o= vk 200
ng/mL) , I H B AR RS, AR ML 10 1IT5E HBR
MR 3: LSRR o 255 B, H B PR R
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0.4 0.8 1.2 1.6 20 24 2.8 3.2 3.6 4.0 44 48
5[] /min
AE IR

0.4 0.8 1.2 1.6 20 24 2.8 3.2 3.6 4.0 44 48
I5F (7] /min
B. IR A IR IA TR

i
= o1
=Y
-

210 2.4 2,‘8 ‘ 3;2 3.6 ‘ 4.0 ‘ 4j4 4.8
[ [7] /min
C. R A (it 01211202)
Lo PR 5 2 R BB RO 5 3 /INBER; 4 TR 5 5 IFR ;6. RTFIE N
fiR ;7 STHURIR
B4 REMEBEMmAR AXmEk. S85R%A UPLC-

MS/MS

Fx2 HEBRE6MISRESBEIEFEMEMETS
i R r AR (ngmL)
HER Y=7.588 5X10°¥—5.998 110 09997 200~10000
LRI 1=0.023 0X—0.003 9 09999 200~10 000
REBEH Y=0.095 4X+0.015 4 09995 200~10 000
N Y=0.081 8%+0.086 2 09997 200~10000
FEGR =001 9+7.2027X10°* 09995 200~10 000
IR =058 3540325 4 09996 200~10 000

FREAT RAEFE IR SRR ./ NEEGR ) £ B oy
200.20,10,1,10.,0.5 ng/mL, ¥ FR 43 51 & 100,105,
0.5.5.0.25 ng/mL,
2.44 K REiAg

B“2.1.17 300 R IR A 6 R i v v O iR B2 1 000
ng/mL), T 1 d N “2.2" TR S S2 0 A 6 IR B 58 H
PIRG 2 B , 7E4E 3 d B 45 H DR % . S5 o, H Hi
556 PR AR LT H N L H DR % B2 (19 RSD ¥4/ T 5.0%
(n=61n=3) , RUULIHEHE RIT,

2.4.5 HEMIRK:

K % FRURE & (41t 5 01211202) 1 g, 3k 6 64y, 4%
“2.1.27 T Iy I A A S A, P 2.2 I T ke
FEMRE 0 s RO b e R s T B RE L A i &5
FAR HERAE 6 FhHa bR i & i RSD /N T 5.0%
(n=6) , RUIA T EEE R
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2.4.6  FeuE ki

He2.1.27 S R A (5 01211202) , 4351 T
I NHCE 0.2.4.8 12,24 hiHE“2.27 T N £ 0ERE
FE L IOSRIEE AR . S5 R, H R RS 6 FhE bm Bl o W T
FRH RSD /N T 5.0% (n=06) , 3= WA A 5t 5 W AE = 1R
TCE 24 hiNERE M R AT
2.4.7 T R

He2.1.27 50 S i (45 01211202) ,#242.27
TR 2540053 2% SN R (0.29.,0.3,0.31 mL/min) i
A 285 W) B HE ) (9% . 10% . 119%)  FE IR (23,25,
27 °C)XHAIG 45 R Ao . L5 o, H SR % 6 A4
o 8 43U T R R A BA IS T ) RSD 253/ T 10.0% , 43 15 i
Fit 8 R TSR 445 6 7 ik A R ™ WA J5 i it P
KAt
2.4.8  JINEEITSCAR IR

Fa B FRICE S B R AL (H1645-01211202)0.5 g, 3t
6173, 43 BN — 5 2 9 X BE VA T R i P 5 10 5 1
1 100%) , 4% “2.1.27 TUT J7 2% il 5 B o 15 U, 4%
“2.27 TR A RN A, 0 S0 BRI S AR [l
R RN HER R ORBRE ORERNEE.
FEHICR IR /N B B 1 1 X5 IR TmT %6433 4 100.32%
100.00% ., 100.64% . 100.17% ., 99.05% . 101.08%, RSD
INF2.0%(n=6) , FBA T T HER B R 4F
2.4.9 FESEE RIS

W3 HERE A, 422, 1.27 300 7 vk il A A i 3, 75
Fi£ 2,27 WU Z AR | T SR VA TR AR He b p 2 12
THEARE &, BRI 3Tk AR L3R 3,
®3 HEBEZOMBEMRRINEIENELE R (x+5,

n=3,mg/g)
5 i TR ORBER O RERAR R M
01211202 2424005 085£001 035001 6181006 099003  522£0.03
01220701 2602003 1162001 0461001 6411006  129:002 551005
01220704 2642003 108£001 0421002 6461008  122:002 556003

3 1tig
3.1 H@BLEEGRK

AR i A X R [R] B B 70 OK R L 2 )
77258 55 R 0K, L 50% H R A U T, 4% 1%
FIFEBCRE & o[RBT, 285 XA ] FI AR FR (30,40, 50
mL) FEH ] (15.30,45 min) FEBGRE(1.2.3 %) i
77 %8, 45 0 5WoR, DL 50% W 50 mL, #7521 30
min, $EHC 1R, s k(s B2 SR o HARAE
fay i,
32 BILEEHML

AR T XA [F] 3 s A (20 -7K L 206 -0.1%
R VAS T Y FE-0.19% F VA0 AT T8 48 45 R o

TEZED; 2023455 34 55 181



TIA 0.19% FP R W nT LA S 35 ok 38 45 (0 1 D IV 2 46 2

WA, VL ONE-0.1% WRRIE TR SIART , #5107 85 B

b, e 1 A e L HLETE e, WO 25 -0.19% W RR VW

MBI, AWK A T Agilent InfinityLab Poroshell

120 EC-Ci5(2.1 mmX 50 mm, 1.9 pum) A3k, 1% 0 154

B AR S CRARS /DN ] IR A [ 3 3 (0.4.,0.5.,0.6

mL/min) H4J5 , 45 oK, i 4 0.5 mL/min B 94 s

AHRTELAR , 73 8 P2 R, B985 2 0.5 mL/min.,
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