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ABSTRACT: AIM To establish the quality standard for Shenqiyangxin Pills (Asiragalus membranaceus, Salvia
METHODS TLC was used for the qualitative analyses of Astragalus

membranaceus , Salvia miltiorrhiza and Sophora flavescens, while high performance liquid chromatography-evapora-

miltiorrhiza , Sophora flavescens, etc. ).

tive light scattering detector ( HPLC-ELSD) was applied to the quantitative analysis of astragaloside, and high per-
formance liquid chromatography-uliroviolet (HPLC-UV) was used for that of matrine and oxymatrine. RESULTS
Clear spots from TLC verified the good separations of Astragalus membranaceus, Salvia miltiorrhiza and Sophora
Slavescens, Astragaloside showed a good linear relationship within the range of 0. 995 0 —31. 84 g (r=0.9995),
whose average recovery was 99.4% with the RSD of 1.5% (n =6). The linear ranges of matrine and oxymatrine
were 0. 001 250 —0. 036 00 mg/ml. (r=0.999 7) and 0.999 7 —0. 028 75 mg/ml. (r=0.999 6) , whose aver-
age recoveries were 98.2% (RSD =1.6% ) and 98.4% (RSD =1.7% ), respectively. CONCLUSION This
standard can help to control the quality of Shenqiyangxin Pills effectively.
KEY WORDS:; Shenqiyangxin Pills; Astragalus membranaceus ; Salvia miltiorrhiza ; Sophora flavescens ; astragalo-

side; matrine; oxymatrine

ST O IR BEBE N HIF, BLE LR,
ST UL 7 (2011) FO1039 il ) i 25 16 |
EENEEE NEE NS NRUE NSRS}
M, HAATRL, 75508, InR B
TR EATT . BV ARG, HAl
PECEEE LN TR S NP LN CPR
I, B o A AT T O R S A 1
FIPY, BOARSEIO 2 oA 3 Bl R IR Y
LRy, HT AT B el . il TLC i3
W, M2 WS e e, i e o
-2 SOCHUR RN % (HPLC-ELSD) 3% 2 56
Hb AT i, e RO -5 MG I
(HPLC-UV) 3k [l RE w7 2 0 A1 48 AL vy S0 ) 5
Ao Rl % B e A & A e A AT A B

AT THESE
1 XEE5#HH
1.1 M%E  Waters 600 = 0 W AH O 3% AL, G145

Model 1000 7% & JGCHLUG K I 2% . 2487 22405 5%
(£ [E Waters AH]) o

1.2 M4t #EHE (45 110781-201314) | 7
Zi 11, (5 110766-200619 ) | ¥ 26 (k5
110805-200508 ) . 4 fk % = #d (It 2 110780-
201007) XFHES: (PRS2 A e I oERe ) o B
(S 120974-200609) . FF 5 (HES 120923-
200912) . %% ({5 121019-200304 ) % HE 25 44
(THEEMAMEEHTER) . S EFOH (W
E X ROE BE, 4t 5 20130710, 20140923
20150121) , ¥, P&, ESHAMEES (AH) .
L3 XA . WESh ksl (£ Fisher 2
a]) 5 HAaFR Y R o vl KA K
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2 TLC %3
2.1 AREFCAPEE LA

2,11 MRSV B3 HERER S 20 g, M
P, H50 mL IETEE, #7A1 h (40 kHz, 150 W),
g, WA 1% RAALENE TR 3 IR, Bk
35 mL, F#E N2, KWEMIETER 2R s+
PR, )R, AETRE, BMRBEKIEZAT, 1 mL
H s skt , RIS,

2.1.2 XTREME R RS BOSIRZH 0.5 g,
e “2.1.17 TR Jrikdles, RIA,

2.1.3  BAMERE SR A R B ERE SIS
i, % 2,117 WUR TR, B,

2.1.4  XFHRSLS IR A H A RO RS O R AR
i, AN AL 1 mg/mL X BR S

2.1.5 RS W EREW A S wL, HE
AT —fEE G M b, B 40 min, JE 5
N ZFE WP E-PEEK (13:7:2) WTRHER,
5k 10% G R £ BV W, HRORUIR 22 7 B S
SR 1,

2.2 ARG HA A EF

2.2.1 FERIEWOIEIS B3 HET IR AR S 45
30 g, fin80 mL k15 ¢ FfE®E +, 7 40 min
(40 kHz, 150 W), I3&, JEHBOKIBEZET, 1mL &
R O i faskit, BIAE.

2.2.2 XTHEAMEW AR BT S X R AH
2g, Fi “2.2.17 MR RS, BIE,

2.2.3  FIMERERIBEW OISR BOTS PIEREE
i, % “2.2.17 WURTEERIE, B,

2.2.4 XMEEHEWOE S BOPISE T, XIS
W, MR CERHIRE 1 mg/mL XTS5 VAR
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LW 2. BMEWH 3. BEKPIMRES 4~6. FA

1. Astragalus membranaceus 2. astragaloside 3. negative sam-

ple without Astragalus membranaceus 4 —6. samples

E1 #E TLC &ifE

Fig.1 TLC chromatogram of Astragalus membranaceus

2.2.5 RN W EIRERAS 3 wl, HEH
ERTF R G MR, BIFFH k-2 2
fig (4:1), BHBE. 45825RLE2,

L~3. 4 4 42 5. FZEL, 6. PR
1 -3. samples 4. Salvia miltiorrhiza 5. tanshinone I ,

6. negative sample without Salvia miltiorrhiza
B2 % TLC &igHE
Fig.2 TLC chromatogram of Salvia Miltiorrhiza

2.3 AEIRO I F R KA
2.3.1  FEMEMGEI R W3 HET MR RO S A
10 g, fm 5 mL Z7K F1 100 mL 5 H b, # 75
40 min (40 kHz 150 W), iJug, MEBKKEZHET,
I mL @ W beis sk, BT
2.3.2 XTHAMEW AR B S R

0.5 ¢, ¥ “2.3.17 W F ks, BIE,

2.3.3  BAMERESRIEGE R GRS PR IS
B, O C2.3.17 WA, B,

2.3.4 XFERSEIEIAE BT S0 B L mg,
ISR e 1 mg/mL X B8 TR

2.3.5 WEEAM MR EAREWAS 3 pL, HEHN
TR —RER G AL, RFFFIN S H be-20K-
HEE (5:0.3:0.2) WTFEWR, 2600
BT SR 3,

1 2 3 4 5 6

L~3. #hh 4 w2 5. W 6. WS
1 -3. samples 4. Sophora flavescens 5. matrine 6. negative sam-

ple without Sophora flavescens

B3 #% TLC &itE
Fig.3 TLC chromatogram of Sophora flavescens

3 ERKFEHESHE=ENE
3.1 EiEsps" Welchrom-C @i (200 mm x
4.6 mm, 5 pm); FIEEWRE; WML HE-K
(32:68); fAFH A 1.0 mL/min; & E R E
70 C.
3.2 mimeyE &
3.2.1 XFRESHIATR RS PRI HE U R IR
i, R, W 1 mL 50,398 0 mg 13
A, R
3.2.2 HHAMIER AEEFRIC MRS S g,
50 mL gl PR T, RIREEHC4 h, $REUR
KIBZET, FRig ] 30 mL KIS, ZKHFIIE T EEAE
B4R, AR 40 mL, WEIE TEIZ, AR
PRI 2 R, HIR40 mL, FEZIAW, A TIE T
W, RIS mL K fE, i D-101 KAL IR A
K, MR TIZE187K 80 mL, 40% Z, [ 100 mL, 70%
2200 mL i, Wtk 70% B, K zE
T, WELAMGARE, 5 mL BHES, HE,
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3.2.3  BIPERES WA E A O R PTEAE A 12 hifike, D75 RSD 2 2. 8% , FRHAMLK S S AE

e “3.2.27 WUF kA, BIfE.
3.3 FEMER W ERERS 20 wl, FA
HPLC-ELSD 35 431, 25K WK 4, B & AT
AL, EEH AR R R 2004 15,1 min, 107 HLBAYE
FEMA TR E, B ERT 1.5, HRBRER
T4 000, RIZITELEMERL

mAU

40

20 1

A

04— _—

0 25 50 75 100 125 150 17.5200 225 250 275
t/min

AN R R
mAU
40
20 1
N

0 25 50 75 100 125 150 17.5 20.0 22.5 25.0 27.5
t/min

B R v I
mAU

40

20

0 2.5 50 7.5 10.0 12.5 150 17.5 20.0 22.5 25.0 27.5
t/min

C. B A 5t 9

Lo BT

1. astragaloside
4 HPLC-ELSD it
Fig. 4 HPLC-ELSD chromatograms

3.4 ZMXAFE WE0.049 75, 0.099 50,
0.199 0, 0.398 0, 0.796 0., 1.592 0 mg/mL # &
I XS A A 4% 20 ., 1 A HPLC-ELSD {f 3%
o dr, DA IE S Bk E (mg/mL) () H %R
PR ARR (X)), WEEF A SR X B G A AR
(Y) 2iildhgk, f3EIEREY =1.487 1X +9. 137 8,
r=0.995 (n=6), £UEEPHLE0.995 0 ~
31. 84 pg JEREINL MR R R,

3.5 HEEER WHE 0.398 0 mg/mL % 1 H
TR B SRS 20 L, JEZERE 6 Yk, 4% RSD
H2.1% , KUULSHERE R

336 RanuFR WM MHER (S
20130710) 5 {5, 4 20 pL, 7 0, 2. 4, 8,
1054

12 h WEERE .
3.7 EAMER KEWRIRE—FH (M5
20130710) 6 fy, By S g, $% “3.2.27 Wi F 7k
il e A T, AR 20 pl, DNAS B RS R
Y& B 0.347 7T mg/g, RSD 2.4% (n=6),
RO E G PET
3.8 wmk R F R OK®EMBAES (M5
20130710, & ERTE0.347 7 mg/g) 2.5 g, 116
By, AR BRI (0.349 1 mg/mL) 2.5 mL,
Fie “3.2.27 WUR J7 ik A gtk o, HE AR
20 pL, SiRWE L,

F1 EEFEHOWERRGER

Tab.1 Results of recovery tests for astragaloside

BHW TR ALY W Bk
g mg mg mg % (RSD/% )

2.5004 0.8694 0.8728 1.7583 101.8

2.5001 0.8693 0.8728 1.7348 99.2

2.5012 0.8697 0.8728 1.727 1 98.3 99.4
2.5010 0.8696 0.8728 1.7425 100.0 (1.5)
2.5006 0.8695 0.8728 1.7201 97.5

2.5002 0.8693 0.8728 1.7405 99.8

3.9 #smAAEAE W3R, H 43.2.27
TR 5wk A Rk R, R RORE B 10
20 pL, PLR ARG 20 pl, gEREISE , AR
A, SRR 2, MR LEEE, B
ZEFLALPTEEFHENSTAH R AR D
F 0.1 mg/g,
xR2 AEENEHLR
Tab.2 Results of content determination

S BfEE/g W/ (ngeg™') P/ (mgeg™h)

20140923 5.0230 0.274 0
0.291 6

5.087 2 0.309 1

20141126  5.011 0 0.313 9
0.319 4

5.054 4 0.324 9

20150121 5.000 3 0.106 2
0.1118

5.009 6 0.117 4

4 ESENMELESHSBEENRRUE

4.1 @& %M4 Diamonsil -C fB3%H: (200 mm x
4.6 mm, 5 pm); K 9% 4 210 nm; AR = R
TLAIAH G -H EE-0. 1% BEIRER A (= R pH
%7.5) (12:5:83)°); (&FIFE 1.0 mL/min,
4.2 Eimeh &

4.2.1 XHEBER  HERBGE S E TS
B R A R, PRV R, AR 1 mL WA
1. 15 mg EALE SR 1. 44 mg SR, 1E
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RWEW, WRE 10 £, RIS,

4.2.2 MHSTIETR OREFRIC RIS 10 g,
Jn4 mL 27K A1 100 mL & H ke, A E
30 min, PET, REGRKBZET, 5&#EH 50 mL H
REVs AR E 2, B

4.2.3 BAMERW BGESBIMEREG, iR “4.2.27
WU kil g, RIS

4.3 ERERMER W EARERS 20 pL, EA
HPLC-UV b 081, 2558, W& I REAR 4 Hb
HSHMA D E, mEERT L5, EISERECK
T3000, FAMEREMSICTHE,

4.4 KMXEFFE KRG XIS ARER 6 AN
BYRBEE (9S04 5 0.036, 0.018, 0.009 .
0.004 5. 0.002 25, 0.001 25 mg/mL, Afbi5S00
4% Wk 0.028 75, 0.014 38, 0.007 188,
0.003 594 . 0.001 797, 0.000 898 4 mg/mL), W%
B E AR A 20 pl, 3 A HPLC-UV g4 73
B, XSRS BT (mg/mL) SHREAAR (X)),
W R AR (V) Zeiilifige, 15924k
JFEY =69 762 657X +366 386, r=0.999 7 (n =
6); ALV S L E T Y =93 741 610X +
160 056, r=0.9996 (n =6), % B % W 1F
0.025 ~ 0.720 pg. % 1k Z W 7€ 0.017 97 ~
0.575 0 pgits N Lt L R AT

4.5 MEEAF  WHEE 0.009 mg/mL ¥ 2 |
0.007 188 mg/mL 4 fb 7 S0 1) 1R A XT BE ot 3 R 45
20 pL, FEZEIEFE 6 Yk, WA I FL RSD 431
H40.57% | 0.63% , FHILEHRE R R AT

4.6 REEFR WMELSBE®R (M5
20130710) 5 iy, A% 20 pL, #£ 0, 2. 4. 8.
12 hiftFE 53 AT, DA 2 B A8 A 5 2 Bl 068 1T AR
RSD 435147 0. 72% F1°0.77% , 3% B b 5 A W 78
12 h WREER L.

4.7 EFEMRER KEKRER-#ER (S
20130710) 6 fiy, 44y 10 g, ¥ “4.2.2” Wi Ry
e g AR AR, YERE 20 WL, IASE S0 AE
e 2 0 - 34 & A & 4 )k 0.131 0 mg/g Al
0.015 36 mg/g, RSD HZ K 1.7% (n=6), FH
T E T

4.8 wmMKFHF R FEMRERES (M5
20130710, &3 20 0. 131 0 mg/g, AL 20
0.015 36 mg/g) 5 g, 6 fir, fn AN & WK
(& & Z 6 0.132 2 mg/mL, A b & Z
0.016 40 mg/mL) 5 mL, % “4.2.2”7 Tji F /5

PRI, IR 20 pLo SRS
R3 HEWMENESHEKRLBER

Tab.3 Results of recovery tests for matrine and oxymatrine

o e R R, AR/ SR/ [eR/ Tz:/q&

i e e e i (RSD/% )

WHPE 5.0334 0.6594 0.6610 1.3157 99.3 98.2

5.0094 0.6562 0.6610 1.3002 97.4 (1.6)
5.0265 0.6585 0.6610 1.3013 97.2
5.0090 0.6562 0.6610 1.2989 97.2
5.0454 0.6609 0.6610 1.3284 101.0
5.0027 0.6554 0.6610 1.2977 97.2

A4k 5.0334 0.0773 0.0820 0.1581 98.5 98. 4

28, 5.0094 0.0769 0.0820 0.1560 96.4 (1.7)
5.0265 0.0772 0.0820 0.1592 100.0
5.0090 0.0769 0.0820 0.0159 100.2
5.0454 0.0775 0.0820 0.0157 96.6
5.0027 0.0768 0.0820 0.0158 98.9

4.9 HmagEae W3R, & “4.2.27
TR J7 ik A gl A 5 W, RO R A 10,
20 pL, ftah 20 pL, #EREIZE, S5 MsETT
Ao PR, EWECFEE A RN 0.130 6 me/g,
RSD O 1.8%; WAL WS- & A &8N
0.014 96 mg/g, RSD K 2.0% , HWIELIEHE, B
TEZ IR0 AU SIS S0 B S A A
0T 0.1 mg/g.
5 tig
FERE B PG RO & A LR, AN SRR e R
ARTAL BT I 2EA T THESE . 1 e HOBCR FR S U
FREL, RBATE AR RIFHE50% | 70% |
100% I, B 100% F s A 4R OO R fe o 4
WF5E2, 4. 6 h 4RI TH], A B4 h A6 h B 51
FH AR PR ZE AR, JFUE & T2 he &4,
B RTAL BT 50 100% HIEE, R EGHEH4 h,
TLC %52 0f, BRI T (hE 2 )
2010 4FRR PSR A 1 S ik, ARLBE
MOTHL, HOB/D T R, A BB AT R I
(hEZG I SR B B A R
%, BRAEVEATR. NI, BT R-NER- LR LE-
WE (2:2:4:0.2) BITRGMMALELEN R G5
R, RIRAE /N, TR FAR 925 oh i i T
IS, e T TR A, T ELBE AT A
[EELZ IR
WSSOI 2y, R e H
EEETEYI, SO SEHR R AR O e 1 1 4
PRy A SR [7-9] AL, A3 Z e B
RIPHSAENINE, BhTARRAHEZ,
1055



2016 4E5 A Bk 2% May 2016
38K HSH Chinese Traditional Patent Medicine Vol. 38 No. 5
HEERH IR, #oR ] HPLC-ELSD gyt [41  EEKEMER L. b ARIEAE 5, 2010 4FfR—
AR, 45 S, %07 i e BT e E L A [S]. 5 - PEEARBGIGE, 2010

- (5] % w, o ¥, #5405
GES B [1]. Hzh5iEE, 2014, 5(12); 48-52.

EWE R SBAANESWME AR, BRI (6] 0 e, s, w02 @i ba
HPLC-ELSD 3" HEAT43Mr, fEL by T3 B2 ™ 2 T it WH L], O TR K 2 &, 2007, 17 (19)
Fro FEBEHETLSIAIN, HETHE-K, LHE-K. 1715-1716.

T Z 3% B (82:9: 9)1), fHgy  [71 UESC X B Wk, S WEEZHP T A
AR I 2 T -TR B0, 1% BEFRVE W (2.1 TS (U WIRR 7 5 0 LR B SE [ D). P27 2 5 R 2
: 2011, 22(6): 659-660.
JEpH £7.5), (8]  EAM, 25 Mk STEEE M o TR A R T R
PR 55[3). EPREZ TR SHR, 2005, 11(8); 78-80.
(0] BKMHARME. #UE & B0 LR 3 I 7 i i e ge [ ],

(1] EACE, s, TRUL 20RO HKE R o E BRI, 2009, 3(15) : 139-140.

(S BIse[ 0], sPEEZHEE., 2008, 25(5): 80-81. [10] W I, SV, FFAKF. HPLC-ELSD wEilliE & 77 5k
(2] J& 15, #h 8. A28, 32O U0 5o % b 2 S R (T]. R BE 2, 2010, 14 (2):

WO [D]. R EdRHE A, 2013, 161-162.
(3] ZeMUp, PR BEHIERLONBUILG RS R REE (U] B O, 2 W, RE. HPLC BRI E R O S i

Ca®* We BE Y W) AL BF 5T ()], RMES B2y, 2013, 9
(8): 11-12.

WSS A S s sl PEZIN, 2014,
17(6) : 1035-1036.

LC-MS 23 BB L ™ m P dEE R M s AT

L&, Hpe, B W, & ¥, #WHEHEA
(FdEHAEARBARE, T HFKE 050011)

WE: B SR EE-FEIKA (LC-MS) A w AL 2S /= b AR M ST . Ak Bl e ik A
Shimadzu Shim-pack XR-ODS &4t (100 mm x2. 0 mm, 2.2 pm) ; FREIAH K FEZ-0. 01 mol/L Z %% (£0.1% ZfR),
BRREVEM; AR 0. 3 mL/min, VEAH (35 E 5t 437K A Inertsil ODS-SP C, 4354 (4.6 mm x 150 mm, 5 pm); i
A H - 05 -0. 8% = iR (BRI pH 25.8) (5:35:60); KK 226 nm; AFHE 1.0 mL/min, £

ROET2HEEN R, A2 (BHER) ARESIN TR, ik

AR ASIA TP
KR WAL AREESIN; JPETT; LC-MS

OTIEPE | ER . REUER, W TR

HE4S XS, RO27.2 SCHRERAERS: A X EHS. 1001-1528(2016)05-1056-06

doi:10. 3969/j. issn. 1001-1528. 2016. 05. 019

Detection of fluoxetine illegally added into slimming products by LC-MS

MA Chun-yan,  FENG Shu-hua®, FENG Li, DUAN Qiong, HU Wei-jie

(Hebei Provincial Institute for Drug Conirol, Shijiazhuang 050011, China)

WRSHEA: 2015-12-29
EETIR: FHba a2 i WA R E SR E  (ZD2014006)

EERIAY: S (1984—), #, Wit, TRIN, MERERHMAY P, Tel: (0311) 85212004-8082, E-mail: nancyma054

@ 163. com

« WIEMEE . Hilde (1864—), L&, FARZTE, MNEZWHst, Tel: (0311) 89892090, E-mail: shuhua08@ sina. com

1056



