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Simultaneous Determination of Tenacissoside A and Tenacissoside I in Xiaoaiping Tablets by HPLC
WANG Qimin', MA Yinling', AN Jing', ZHANG Lei*, SUN Limin’, BAI Wanjun', WEN Yanhong', DONG
Zhanjun' (1.Dept. of Pharmacy, Hebei Provincial People’s Hospital, Shijiazhuang 050051, China;2.H
and Drug Administration, Shijiazhuang 050090, China; 3.Dept. of Quality Management, Bel@@ ational

Peace Hospital of PLA, Shijiazhuang 050082, China) ﬂ

ABSTRACT OBIJECTIVE: To develop a method for simultaneous determ 0 t@s@d ‘A and tenacissoside I in
Xiaoaiping tablets. METHODS: HPLC method was used to anal x blets after extracted by trichlormethane. The
determination was performed in Symmetry C;s column with 1sted of acetonitrile-0.1% phosphoric acid solution
(gradient elution) at the flow rate of 1.0 mL/mln "@v ength was set at 223 nm, and the column temperature was
25 °C. The sample size was 20 puL. $he c issoside A and tenacissoside I in 3 batches of samples were determined by
above condition. RESULTS: Th tenac1ssos1de A and tenacissoside 1 were 26.40-264.00 ug/mL (#=0.999 4) and
4.59-45.90 ng/mL (r=

0.79, 0.36 rec1s1on stablhty (12 h) and repeatability tests were all lower than 2.0% (n=6). The recoveries were

9 3) e 1ve1y The limits of detection were 0.26, 0.12 pg/mL, and the limits of quantification were

and tendCissoside I in 3 batches of samples were 2.27-2.32 mg/g and 0.64-0.69 mg/g, respectively. CONCLUSIONS: The
established method is accurate, simple and reliable, which is suitable for simultaneous determination of tenacissoside A and
tenacissoside I in Xiaoaiping tablets.

KEYWORDS HPLC; Xiaoaiping tablets; Tenacissoside A; Tenacissoside I; Content determination

TR 1 38 G PR 2 M BRI, AT oo . R o S CHR[8-9], 2B R = AU A (3% (HPLC)
THR PR R, b R 2 T s e S A7 e 05 T8 1 R v e FRg = 056 T A 40 3 O T AT A
FARJG W G B R SRR O ST LA LU I S B R E%E /E
97 AR B AR A ASR I R A I E T PR AR IE o STl 5B OCHETR A FISE SCRETF 145 k= L

A AR AL B 2 R R b R 2 LR 1 AR
(No.2018073) ; 1] b4 % 2 ok 2 Wt 5 T PRI 4] (N0.20170245 IREEVES
2018017{3)#& . - o ‘ 2695HPLC ¥ , £035 2487 LE /MGl £ \E2695 PUITAR
55907 -t s VT IO g mmpowerd 44T HCHE 8 ADHEERS (I Waters 4

A AR, WL S SO bz, P ) 3 AB204-S ST R (B I Mettler-Toledo 2v )
i:0311-85988604, E-mail: 13313213656@126.com KQ3200 il vk as (Rl A (A TR AR o

- 1790 +  China Pharmacy 2018 Vol. 29 No. 13 WPIEIZ G 2018 4R 294555 13 1)



HO 0
AT A B X1
Bl 2Mi@XmEEHFEENK

Figl Chemical structure of 2 Kkinds of tenacissosides

1.2 Zy@m5ikH

HIETFR (KERG AL ARAR, H#HS .
20160601.,20160411 20160508, HiLks : 0.3 g/H) ; 1l i
AR (L PG 2 P B 25 0F 5 e , 315 £ 20130513, 4
JE + >98% ) ;1 S Bt T RS (R 4 Y AR A FR
2N E] A 120160311, 461 : >98% ) s HEEAI LG50
At FoaiR ot ati, K ik .
2 AEE5ER
2.1 \iE&H

354 : Symmetry Cis (250 mmx4.6 mm, 5 pm) ; i
SAH : S NE (A)-0.1% B R %5 W (B) , 6 B Pk (0~ 10
min, 32% A; 10~10.01 min, 32% —42% A; 10.01~15
min, 42% A; 15~15.01 min, 42% —50% A; 15.01~28
min, 50% A) ; K M % 2 223 nm; Ji i : 1.0 mL/min; £
225 °C; AR 20 pL.o
22 BikHHIE
2.2.1 IRGXTREMEI 43 BIRE B PR EGE O T A X
HEL St R SC T T X BE 33.02.22.01 mg, 431 & F 10
mL s, A A 5 e 25, B AT AT B S T
I GGl e A Fiim i A 3.30 mg/mL ) K2 X BE At 7 W
1T GG DG 1 BT i vk 2 R 2.20 mg/mL ?}4;

HHEERZEZ o) B VAT
2.2.2 e TR, RBREEAC A, BAS
THIE Fe AR BOHEF- FRy R 0.55 g, BT 60
mL 730 <k, A A BE 6 mL, ZlifkoK 24 mL, $#
A, EE . WA NUZ B3 I M A s w2z T,
FHH R A I E A% 10 mLi T, 0.22 um flfLIE K
VgL ISR, B
223 ZFSOAXMEW  FREUAET T R T T N
FhARNE &, $°2.2.27 T N 5 il 48 25 PO BV
2.3 REEAMLE

K B EC2.27 T TR Xk BE A TR A S VA
25 PN BRI A 18 B, 4821 R i 2 (R A2
R, G55, TR OIS AT, AR AL A3 ] R
B 5 A T [A] 4 ek B SR 4 B, 40 B B > 1.5, ol
LI 2.
24 HMEXRER

H2.2.17 3 MR A B A 20 ,40,80,120,160
200 pL, 7350 B T 2 mL Sffe b in S 2, 25T AR

HEZED; 2018455 29 4 131

JHSEHE A

R

0o 2 4 6 8

10 12 14 16 18 20 22 24 26 28
t,min
ARG RIS

WO A

10 12 14 16 18 20 22 24 26 28
t,min
B

10 12 14 16 18 20 22 24 26 28
t,min
CAS X

B2 SRREREE
Fig2 HPLC chromatograms
FYNRAXS B AW #2°2.17 TN G35 SRR E
TR . LU I o0 Jo o ok B A A A (o) | DS T
RO YA R () EA TN [T U], 508 S T A 1368 O e
I EIE TR 5 y=9 499.8x+9 251.30(r= S
y=13 770x—3 764.40(»=0.999 3) . i

A U S 16 1 e 1 M 5919
26.40~264.00 , mE,

IR R A X BE SR TR EUAR R L 2.1 I
PEVERENNE o YAEMREE A 32 1 IE, A5G B 5 24
ARy 10 LEF A iR . S5 5L R0l T A 1Y)
6000 R 1 7 PR3 514 0.26,0.79 pug/mL, 38 G T 1Y
6 I BIR 2 f R 3-351 4 0.12,0.36 pg/mL.
2.6 RBEELE

2,217 W R IR AR B S OE R Fe 2.1 IR
T SR A SRR DN A 6 U, BRIR 20 pL, il SR AR . 45
SR OCHETT A FIIE S T 1T BT RSD 4371 0
0.36% .0.52% (n="6) , LU LG KL UT.
2.7 REMLE

IR 5 0 W (5 £ 20160601 ) 38 &, 4391 T2 1R
FRCE0.1.2.4.8.,12 h 5“2 17 301 €233 2% {4 A
FELICIE TR, 45 RIR 38 e BT A RIS G T
T A RSD 43 5114 0.26% . 0.17% (n=6) , 2 B {32t
VTR S IR PR 12 h MR E T R
2.8 EEHIKE

O F (452 20160601) By oK, #242.2.27 5
O5 il g R SRV U, SE 6 4y, 2.1 ek SRk
FEINE , JE SRR AN . 455 R, 38 SCBETT A FIm Gk
T T AL A RSD 43 30 1.05% . 1.45% (n=6) , A4
A M AT

China Pharmacy 2018 Vol. 29 No. 13 < 1791 -



2.9 It EK IR 1 R 3 R v 2 B B o0 S T A I SRR T
BUMETEH (5 : 20160601 B3 A, JL 9 403, BEM 2 UEAT T &I , 25 5 BRI VA BB MR L 22 fiCH X 2

0.30 mg, K& FRE , 2 BB T 25 mL AR, & A B T et e R .

% b B BRI A X BR S L 3 2.2, 27 Ryl 3.2 RERBIISIRAIERE

R IR, FE 2.7 R A3 A FHEREIN E L i SR T & Co R RATIE =2k 2

WA FR I IRE IR, 45 R R B EE R A RS PR RN R RAETE T &AL LS 2 H

S TETE TINARE [ 05 2643 5] K 98.53% ~99.28% (RSD Yy FHESAEII AR, Wit St S I 988 - i) W 24 h e 2% IR

020% ~051% , n=9) . 97.00% ~98.89% (RSD Y%y  ~FEIERISI Y, WIS HHE SR SR R i B i P 15t

0.19% ~1.03% ,n=9) , LW ke e e, meemE  BCPERIEER IMERR | 7 5 R A5 B RS B A9 7 o

WA I 2 R 1, Ji ko TR SRV PO 1 BEE PRS0 Cor S 1A
1 MEEKRRBER(n=9) A (R S S HAT I0) , BT S e Hh 4 7 0 B

Tab 1 Results of recovery tests(n=9) i 50 Z i Sk K HA T o U A B i

T FBs Wi Wi WRARES TAWRRIES oo L THIEBEG BT AU A B AR SGC-7901,
EEEFA 0680 030 1016 %82 %53 029 /N R TA) 98 240 L S 1800, /) R bk EX4 240 it 4 1 i 95 441 i P388
gzg; gijg 1812 Zzi B R IR FRU, 8 AT LA R A0 R 5
Y R 036 %61 031 8 1P i B P 0 DS S IR, X LIS B 5 3 45

0681 060 135 938 Pt BAA — R VE T, AL AT fig 55 Hs /b Bl 2

gzzé ?gig 12; 222? o o PR R PR L MBS A MY, 2015 4R R R E 2
061 . ' ' BH) (356 ) e I S M E S AT T H

0681 oY) 9.12 FEBR LAY, FE IS8 - 1 SR T B AR v B I A

0.198 0.100 0.295 97.00 . N
i e e SR b 250 B G R T 4t

0.198 0200 039 9850 9833 029 I S 1 Ty
0.201 0.200 0.397 98.00 3.3 ﬁ1§%1¢ 3
0202 0200 0399 9850

rsiflly e O <
0.197 0300 04% 9900 9889 0.19 3.1 ATYWIRIRN 8O0 BE T A FIE ST TS T C
0.199 0300 0495 9867 B, R C RS BT R S 2- AR

=

LI “ RETE BT A S SN Wl ST L 38 G

210 HRSEUE “\O AR X TF 1 10 A T K 434 223 nm
I

e

WBET 019 0.100 0294 98.00 97.00 1.03 TECHET AFSRERR S AR IES RER wm
@@:; A

3 LA A FHGRAL 230 nm", SEHAE PRGN KB 4 B 7 223 nm P K
v P 2. EE Rk SE LGSR BUR bl 6T A B SCRET IR RAF . BRI, 4%
EEE (W R TP E OCRE T AFESCHETT T 223 nm OGN K .

o 27~2.32.0.64~0.69 mg/g MMM RME  3.3.2 WM EEEWRE R 20 FK S TR

RN 2, JIk, 308 O T A TIE O T 1 (35 05 1) 43 2 /N T 15,
*R2 HREENELER(n=3,mg/g) T 16 FH 6 FORERR 1A WORS B BE IS, 30 min A RIAT 52 %

Tab 2 Results of content determination of samples  XJHE i 34T, 38 SCHETT A FLE SCHETT 1 Y RETS B4 4T
(n=3,mg/g) MIUETE K o3 B TE R T 1.5, SAIR g e 2Rl 0.1 %

ok XETA BRI AR A R SIAH I HEA BB BE R o

20160601 2 066 g5 LT AW N B VR TR, 25 SRR T 5

s o o ST 1P ST A RUE ST 1 25 g

s W7E
3 itig DA,

3.1 T ERERE ;
. = L . . [1] ERMZE R b AR LA E 2 —3[S]. 20154
Y. = = 1A 7. =Ry a7 i Y I
%%‘E HUEﬁﬁt%\ﬁPﬁﬁﬁﬁlﬁjle(ﬁﬁﬁéla-%@éﬁla H)j:“:f?? ¢m@%*¥ﬁmmj*i’2015296_297

PR T IR OCHRZS P ot S BRSO A v 1oy papse s, resese, % P S AR5 B A

HLLH SR TIRF f D9 E R 2K 2 YR TR 24 0 A 2 M ke A 549 {02 1 1 SC S T [0, ¥ 4 At
g, A B S Ee b2 M e . AR S S E % ,2016,14(1):32-34.

HR[11-12)8 7 T30 I8 () HPLC- 22 ARG B0 0 45 [3 ] Sealtdh, sei i, F B8 106 4 5- 960 DR 1 g b B X6}

- 1792 +  China Pharmacy 2018 Vol. 29 No. 13 WPIEIZ G 2018 4R 294555 13 1)



-HHERKS-
Y INSS -
5 B i 175 P B0 52 ) S WL A

KM A AR R (LR
B, & 550025)

FEHHES R285.5 RS A TERE
DOI  10.6039/j.issn.1001-0408.2018.13.16

m =
TR Al R T 697 Hedutk A P RBAFE . ik 120 R
A2 TFC & . ¥ KA Z20(60.30.15 mg/kg) , 4120 R, &2
FRK, &S

TMEIFRAGZK, %M 550002;2.%

il T PR int'fiﬂﬁfﬁ}%mﬁ% EFB A R Bt g

M EFREE ZIEKESF

1001-0408(2018)13-1793-05

B FF 4528 ))U ¥ B (TFC ) TRAL 22 34 By kb i ke of -8 2 50497 A A KSR o i BF [ 3 14 b ) 5 v BOPLRY , 2 itk —
R 4 F K2 B R 3E 0T 20 (FARE 8 , 12,6 me/ke)
B KRERMAEGY , BFRAFEAERREFTF ALK,
27de RRER 2 he,RBF KA A KR R R A LAk I 4 By )b i B B ZRAGABEA . BigE
24 h )5 , BHATAY 2 A B Bk, KA 2,3, 5-AAL R R Rk e & AR L @ARE o

Yo, o S0 S ) S T 4B 4R P AR B TE

A VA 5 i 5T 64 38 51 ; Western blot s34 i sk o F B X KR4/ & & B 9(MMP-9) \MMP-2 o e i Bt 57 3% 4240

%% ¥ Claudin-5.Occluding #9 & ik . %R . 5BRF Kb, BEA 40 K RAY 2 o db s 3R 3F

AR SE AR E 4 AL R AR IS

15 A& Fo i e fn - B A R MMP-9 \MMP-2 % & & ik RT3 B EH 5 (P<0.01), i $ fo F B 3 X Claudin-5 . Occluding & & & £ 7K

R FBAK(P<0.01),

L5 RS20 oA, T TRCAK S B 20 K R s s fn - 134 X MMP-2 & & Z ik KPR EH 90, B A KKK

R IEARY B E A E(P<0.05 K P<0.01), %t TFC AT K KB btk i B dn B 2 45 LA — S0 TRGVE R, 7T B &40 2 5 fk B

B, R AT 5T AR AR T AR B

LA 40U BT ER By M T S o T E AR A 5 o i B e i [ R R R AR A B TR s KA

74 MMP-9 MMP-2 % & % iA , 42 # Claudin-5.Occluding %& & & ik , AR o fiss 51 4 z\m

et .,G. ST NN

T AN A S A A S R N IR R R 0], 7 o B
#,2017,23(6) : 728-731.

[4] BEGIE, PR 7ﬁﬁ¥ﬁEfATACE7kzﬁﬁ %i,\
JEi )Y BORN A Ay ):ﬁg;ﬁ’ﬂlkﬂﬂmm

2016,11(27):3-5.

[5] HELL, Wmakel i XT A4 H@MWI‘HE&{’EFHE’J

%7 £,2012,5(4B) : 86-87.

: 25 S T TIRYT AR B Y

[J].%F 25 % ,2016,27(5) : 657—6509.

[7] B2 B4 HE 5. WS3-B-3959-98-2013 7
J%F K [S]. 2014-01-08.

[81 138, 252808 1R EE, 5 8 O (LA 1oy 25 BTG MEF Y

[J].f3 34 % 25 5 53R ,2015,31(3) : 260—264.

[9] ®hmd, ikE, HEEE , & 2530 QI IFIT HE R []. P 4
+E % 5],2016, 34(10):2329—2331.

[10]  FABEL, 48, 24580, 5. UPLC-MS/MS 2 @] I i 1 5
ﬁ%jﬁ/rzlq:’SﬁE‘FrE’J H[J]. ¥ B 25 45 ,2018,29(8) :
1048-1051.

A FELETH  FR A RFEILE T H (No.81560725) ; St JH 4
BHE R0 H (No. BSRHAS ALl (20181 1071) 5 5 M FE 122 B &5 R IR\
A B 3155 F (No. XJGC20141106)

* BB . WSy 1] T2 s o 2 B .
17:0851-88210126, E-mail:670566181@qq.com

#AREVER AR WA 0 R RS A
BA I LA 905 . E-mail : hqs0820@126.com

HEZED; 2018455 29 4 131

{ 607-610.

[13]

HPLC&%{EU;ET [i] 7 b3 S e v
G%IJIEI’J HL.G %o E,2016,36(4) .

TRE AR, W, F
BETFARDM &&=
1037-1040.
WTIHE , 4400 , g, 5 HPLC [ B0 5 T 9 -V S
W7 R R A ()] P B ey R B 4 E, 2013,
19(21) :86-89.

& HPLC 3k [R] Bl 5 5 g vl o
.25 > 7 %& &, 2013,33(6) .

TRBATEE KA, RAER . HPLC ¥ & 19 - 1 S b 5
FTRI & it [1].25 5 5 W6 AT 5, 2011,19(6) : 498-500.

Ty BT IV ARG 38 A 27 B3 BBt eIV ) A 5
JE[T). % B A4 2 £,2011,32(2) : 165—167.
PRHREA". 25 T 2 7 % SGC-7901 . S180 . P388 JI ¥ 4l iy
FITIVE R[], 25 S8 52,2015, 34(7) : 376-379.
AT AN B, XIS TR . 2 T S A0 ) P95 2 4 5
FIAFP /A & sy B A5 26 &, 2013,41(4) : 344-346.
WAR 2B R L, F SR B RN Z B
P10/ N BB 3 A OR3P VR T[], P B 47 25 22 &, 2015,
24(24) ; 2835-2839.
L N 24 5 W B4 R W'S-10630 (ZD-0630)-2002-
2011Z 3 %-Fi 4% [S]. 2012—-12-18.

(Wi H191:2018-03-01 &[0l H #].2018-05-22)

(4l AR PRAR)

China Pharmacy 2018 Vol. 29 No. 13 < 1793 -





