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Simultaneous Determination of Eight Components in Dan Xi Granules by HPLC
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Abstract: Objective To establish an HPLC method for simultaneous determination of gastrodin, geniposide,
salvianolic acid B, icariin, aurantio— obtusin, tanshinone I, cryptotanshinone and tanshinone 1A in Dan Xi
granules. Methods The analysis of 70% methanol extract of this drug was performed on Agilent ZORBAX SB-Cis
column (250 mmx4.6 mm, 5 pm) by gradient elution with acetonitrile—0.2% phosphoric acid solution at a flow rate
of 1.0 mL+min™". The column temperature was 30 “C and the detection wavelength was set at 220 nm, 238 nm,
280 nm. Results Good linear relationships were fund for gastrodin, geniposide, salvianolic acid B, icariin,
aurantio—obtusin, tanshinone I, cryptotanshinone and tanshinone IIA in the ranges of 2.105-21.05 pg-:mL ' (r=
0.999 4), 10.54-105.4 pg-mL"'(r=0.999 3), 23.52-235.2 pg-mL"'(r=0.999 8), 3.409-34.09 pg-mL'(r=0.999 7),
0.683 4-6.834 e mL ™" (r=0.999 9), 1.013-10.13 g mL "' (r=0.999 7), 1.394-13.94 pg-mL "' (r=0.999 8)
and 1.491-14.91pg - mL' (r=0.999 8), respectively. The average recoveries (n=6) were 98.56% (RSD=2.74% ) ,
98.99% (RSD=1.16% ) , 100.34% (RSD=2.09% ), 97.86% (RSD=1.41%), 94.66% (RSD=2.05% ), 99.49% (RSD=
2.61%), 95.89%(RSD=1.24%) and 101.07%(RSD=2.97%), respectively. Conclusion The method is accurate and
reproducible, and can provide reference for the quality control of Dan Xi granules.
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1.1 X3 Agilent 1260 WAH &R S, FEA G1311B Y
JCA, GI329B A 3 #f b 4%, G1316A A1 I 46 ,
G1315D DAD £ ] #§ ( 32 [ Agilent Technologies 23
F]); Mettler XSE-205 1 J7 43 Z —H RV i 4
FEEIAF]) s KQ-300DE = iEvkas (R LB A A
FRAE] ) Milli-Q #afi K4 £ 45 (3£ [ Millipore 23
CIbE

1.2 25 RS RKER (IE5 . 1110807-201306,
i fF . 96.8% ) . HE ¥ 1 (#L*5: 110749-201617,
4. 98.4%) . JHHR B(HLS . 111562-201716,
ifE: 94.1%) . FFFET (S 110737-201516,
4ifE: 99.3%) . FFERIIER (S 110756-201512,
i . 98.7%) . FFEME 1 (#It5 . 110867-201607,
4fifiy: 100.0%) . FaSFZHR (% . 110852-201807,
ifE: 99.0%) . FFFZSHE I ACHES . 110766
201520, ZEJE . 98.9%), H[E &2y &k E 5
B LM (@ilal, [ Merck AW ); BEMR . FEE
(ortrat, EAEEL2ARA R AR 25 K

K s PHEROR L2 3 ey A IRA R, #5
20180705, 20181206, 20190402).

2 FiEE&ER

21 & @A Agilent ZORBAX SB-Ci
(250 mmx4.6 mm, 5 um); JishMH: LHE(A)-0.2%
IR KW (B), BREEVEME (0 ~5 min, 3%A; 5~
12 min, 3% —15%A; 12~22 min, 15%—20%A;
22 ~35 min, 20%—35%A; 35~45 min, 35%—45%
A; 45~50 min, 45%—75%A; 50 ~60 min, 75%—
80%A; 60~61 min, 80%—3%A ; 61 ~65 min, 3%
A); JiE: 1.0 mLemin™'; FEIE: 35 °C; RllgE
H: 0~10 min 4 220 nm, 10~25 min & 240 nm,
25~ 65 min 4 280 nm; FEFEARFL: 10 Lo

2.2 A

22,1 JRA XSS OR % FRIUCR R 2 X IR
9.06 mg. HETH X MRS 13.39 mg. FHEYR B X HE A
15.62 mg., EFFEAFXTIGN 11.31 mg, B E DI Z X}
MG 431 mg, PFSEE 1 XTRESL 6.33 mg., B2 P2
XTHR S 4.40 mg. FFEEA LA XIS, 6.28 mg, 239E
25 mL A, i 70%H BRI R R ZI,
D5 D T o A I3 B = DO W
R/ W 15, 5, 10, 2, 1, 1, 2, 1.5 mL &
25 mL ZEIT, N 70% W BEER, WA, WS
KIKFE 21.05 pg-ml' . HEFH 1054 pg-mL". FHE
2 B 235.2 pg-mL"' . FEFEE 34.09 pg-mL"', A
A 6.834 pg-mL ', FFSHI [ 10.13 wg-mL"', B
FHZI 13.94 pg-mL" . FESEITA 1491 pg-mL™ (1)
TR BRI
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Figure 1 The HPLC chromatograms of Dan Xi granules
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33.34X-0.076 1, r=0.999 7; [&S}Z 0. Y=44.18X-
0.477 2, r=0.999 8; FFZE I A: Y=57.39X-0.119 4,
r=0.999 8. ZHRFNWRME . e F1F. FHHEE B,
TR, BEEHE ., IS0 . BRASIATS
Bl LA B9 843 WIHE 2.105 ~ 21.05 wg-mL™", 10.54 ~
1054 pg-mL ', 23.52~2352 pg-mL ', 3.409~
34.09 pg-ml ', 0.6834~6.834 pg-mL ', 1.013~
10.13 pg-mL', 1.394~13.94 pg-mL ' Fl 1.491 ~
14.91 pg-mL ™ Ju [ P ST RIFAILIECR
2.5 RIS RS BUR A X IR 5 mL B
10 mL 2, 0 70% AR R 20 . RS 2
10 pL, FEASRGRAHEIECT, % 217 BN @Ak
M, LA 6 R, DIE A48 br o i I T AR
SER KRR . Mo, FHBER B, BAFFET . Bk
M. P2 BRSPS A g
LU RSD (n=6) 4 %Il & 0.36% . 0.44% . 0.18% .
0.23%. 021% . 0.92% . 0.45%F1 0.35% , FW{LH
A 5 B R

2.6 fRAEMEILE HR — 0 v (S
20190402), 43rHI4E 0. 4, 10, 16, 24, 30 h #K¥K 3k
FE10 L, MEEmAR, Ml h RRER . e,
FHBRR B, EFER . BERAER . M2 1. B
Z 0SS A VAR RSD 4300 R 2.62%
1.54% . 1.46% . 1.80% . 1.07% . 0.57% . 0.68% #l
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Table 1 Results of recovery tests for eight constituents(n=6)

WA FEARE RESY MAR AR RICE Pl RSD
lg  Fig/mg  /mg Img 1% WCEI% 1%

KRR 05041 0.1357 0.1401 02704 96.14 98.56 2.74
05027 01353 01401 02773 101.36
05018 01350 01401 02713 9728
05049 01359 01401 02697 9550
05006 0.1347 01401 02736  99.14
0.5072 0.1365 01401 02793 101.93
ey 0.504 1 2298 2193 4460 98.56 9899 1.16
05027 2292 2193 4503  100.82
05018 2288 2193 4463 99.18
05049 2302 2193 446l 98.45
0.500 6 2.282 2,193 4464 99.50
05072 2312 2193 4448 97.41
FHEAER B 05041 4342 4435 8865 10198 10034 2.09
05027 4330 4435 8712 98.80
05018 4323 4435  8.665 97.90
05049 4349 4435 8930  103.29
05006 4312 4435 8792 10101
05072 4369 4435 8761 99.03
EFFEH 05041 2298 2193 4.460 9831  97.86 1.4l
05027 2292 2193 4503 95.76
05018 2288 2193 4463 99.45
05049 2302 2193 4461 98.15
0.500 6 2.282 2193 4464 98.80
05072 2312 2193 4.448 96.67
BHRIIZE 05041 004174 004271 0.08290 9637  94.66 2.05
0.5027 0.04163 0.04271 0.08185 94.17
0.501'8 0.04155 0.04271 0.08145 9342
0.504 9 0.04181 0.04271 0.08355 97.73
0.500 6 0.04155 0.04271 0.08135 93.18
0.507 2 0.04200 0.04271 0.08175 93.07
FIZEIT 05041 01170 0.1184 02303 9569 9949 2.61
05027 01167 01184 02376 10211
0.5018 0.1165 01184 02354 100.42
05049 0.1172 0.1184 02333  98.06
0.500 6 0.1162 0.1184 02374 102.36
05072 0.1177 0.1184 02341 9831
05041 02124 02328 04332 9485 9589 1.24
05027 02118 02328 04339 9540
05018 02114 02328 04316  94.59
05049 02127 02328 04361 9596
05006 02109 02328 04382  97.64
05072 02137 02328 04393 9691
FIBEITA 05041 01693 0.1756 03514 10370 101.07 2.97
05027 0.1689 0.1756 03447 100.11
0.5018 0.1686 01756 03384  96.70
0.5049 01696 01756 03511 103.36
0.500 6 0.1682 0.1756 03505 103.82
0.5072 0.1704 0.1756 03438  98.75
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Table 2 Determination results of eight constituents in samples

(mg-g', n=3)

o gme mpg B EE EOE A5 WY ASW
W R RTH my g mz W1 S8 Ia

20180705 0.2676 3.840 8.071 1.109  0.07770 0.2049 0.4271 0.3637
20181206 0.2421 4.744 8.089 0.9232 0.09367 0.3322 0.4732 0.3792
20190402 0.2718 4.457 8.348 1.029 0.08296 0.2243 0.4149 0.3373
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32 Ak RAEMERE ARSI R DAD Rl 5 %F
[ Uk 8 FhiR A % B S AE 200 ~ 400 nm I 1L N
TR, IFREOLIEE , ZERERKIRE . T
1. PHBWR B, BT BRI E . ST .
B FT 0 M S0 A 4y 548 220, 238, 286,
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B4 BRSNS ] L DR B I R] DL e ik 2 i
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JR 2 BRI B K, 238 nm VR MAE T ORI I K
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AR H 5 T AR A5 [ Agilent ZORBAX SB-
Cis (250 mmx4.6 mm, 5 wm) . Waters Atlantis T3
(250 mm x 4.6 mm, 5 pum) . Thermo Hypersil Gold—
Cis(250 mm X 4.6 mm, 5 wm) ], AS[A] 46 M4
R(LHE-01%BEREW . LHE-02% B IR IAH .

BE-0.19% W RR V. H - 0.2% B R ¥ WA Sk ik )
R ) X PHEEASURE 8 B H AR AT A8 B, 2
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—0.2% BRI IAE R T S AR, XS TP REI 8 A4~ AL
I3 BRCR R, TSRS PR R A
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