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i ERABMERBAHERNLE, 25 HMHFER-FI0RME# % (SPEEHPLO 9l 2 B &
BAFPLERTHRE BTG I M Tk, RAPXCHETIBEMERADEALNA,C, (250 mm X4, 6
mm,5 pm) &# A, RS A A THE-0.01 mol/L B ABABMA L 0.02 mol/L BB —A4FF ERAE
TR S H A 10% 0B8R pHAE A 2.8), = F kAR A 21 ¢ 79,1k A 1. 0 mL/min, % M
KKA 262 nm,HEBH 30 C, ZRAA, ZETFHAE 40~60 pg/mLIEBARMEXZRIF AL EZHK
#0.999 3, FHHILEH 99.6%~101.0%,RSDE 4 1.04%, 5 :BMELHE. A, TAH®
W ERATRELERATHERTHRGLEIMNL,

KRR :AAZIARBLAR; BAER; HE0RME &% ; LA&T R
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Determination of brucine in Fengshi Magian tablet by SPE-HPLC
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Abstract: To establish the SPE-HPLC method for determining content of brucine in Fengshi Maqian tablet, the cation
exchange solid phase extraction column is used to purity the samples. By using PXC cation exchange solid phase extraction
(SPE), the HPLC column used in the experiment is Ci5 (250 mmX 4. 6 mm,5 pum), the mobile phase consists of acetonitrile-
0. 01 mol/L sodium heptanesulfonate and 0, 02 mol/L KH,PO, mixed half and half (adjusting pH to 2. 8 with 10% phosphoric
acid) (volume ratio of 21 ¢ 79), the flow rate is 1. 0 mL/min, the detection wavelength is 262 nm, and the column temperature
is 30 C. The content of brucine determined by SPE-HPLC method has good linear relationship with the peak areas when their
concentration is at 40 ~ 60 pg/mL (r=0. 999 3). The range of recovery rates of Brucine are 99. 6% ~101. 0% (RSD=
1. 04%). This method is simple and accurate with good reproducibility, and it can be used to determine the content of brucine in

Fengshi Magian tablet.
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R Sk i B 3 5948 KU BRIR R AR AR AR SR IR AR LR 2 A AN 508 XU L 288 XU AN A - 2
RN, BFHFDEFRAEERS SR TFHEVROFHEE L, SR AR I ERZREN 58
B, BRFHFERSESERFEM LN T, (PEARIEHEZ M) (2010 410D R & BORHE 615 %
METHTFHETEREHNEBIEAWEED HRNEIRTHITE. SERTFHMAAES LR BEHE M
RIThEL . EFERMHREZH, DR FRBAEE R PUOERE P /DNOREE GBI/ 7 LA R PTHE VEUR B
REERAT, B ZYHI R R DT A E TR A EE RN TR R YRR D T 0E E R A
TR RROBORE B s AT A B A I

R R E ¢ AT B TF B R AT >, [EAHZE X (solid phase extraction, E#f SPE) & —W 45 & T
EEERE EEERER SIS EEAR B ENER LHEEGERER ANENEHENEFR
ST BRI A SR N R 2 R R AT AL O D, RN P M DR TR — E AR B
o B A AL T AR AT E R BT, R ERABBRERES B DT, SR
EOE KRB S A% 303 A R A AR R B RS R LD 40 B XU TR B TR TR, SR AR R
R By 4k Jr FEAT I8 93 48 B, 2 17 SR P B A 2 B HE AT 84k 40 B9, B8 T A RISk 1, BBk T T30, difb /5 R A
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1 SEES

1.1 UE5RH

LC-2010 & %0 AH X (H 4 5 /A "2 4L , LCsolution TAE¥S (H 4 i /A &l #248) ,SYZ550 A 3
Tk K A AR (VLA & 35 A FRA R L , AL204 HF K (M 45 A B R 45 , KQ-250B #8 75 I 15 v 48 (TL 7%
B AR A m 4R ) , UV-2600 BREETT (M Rr 8 2> Al $&4E) , DZF-6051 E& T4 (LR A A A #RED .

B, g (e, 36 H Tedia 2 R RML) s BREBEIARR 9, IR — &80 (A dli, KT K KA ml 4 40 5 ¥k
BERR . &K , A5 CAFK A R0 s KB IR (R E FRA A LA R R ; = 2 M R # L T2 7
PRAL) 5 7 Bk (R VR VAR K IEHE 40 1k 2 2 B D) 5 KR Bk H CR AR 48 1 0 )11 43 BRI 25 8 PR B4R D) s B4k
F BB HE f (Serve 23 B $RHL) , T4k F 584 F BV DR (Serve 2 AR HD
1.2 fait&st

SH (PR ANREME )P DEFRMANEF RN BRI T A% A Cis (250 mm X 4. 6
mm,5 pm) ; FEIHE K ZHF-0. 01 mol/L BESiEER4H 5 0. 02 mol/L BEIR — &M S B IR &V W (A 10 % (&
S0 T IRD BERR AT pH EN 2. 8), ZFH A 21 79, W A 1. 0 mL/min, K W K 4 262 nm, #
R 30 C,HEREEH 20 uL,
1.3 tRAEBREF

K6 75 PR S8R T 0800 B 5 mg, A 10 mL S, 0 R B 40 4 SO VA R, R R TR BE R AR U . AR
B 1 mL mEERMRES, EAF 10 mL 2F B8 1 mL & 54T 50 pg FIER.
1.4 #iX@mpaE
1.4.1 $RE

BB SER,H 5000 CEER AR BB . BEKREMK 3 g, HERABT KA 150 mL HERIK
A . HHERER 70 mL AA HEEE T BRSO L i #E 3 h, Bl MR E s BT (30 °C, 25 min),
R, B FRARRESE T EHERER 60 mL EfEREEHE S, m#AEW 3 h, BE 2 k., &I RIUK,
TEZE , F 4l B BV A, 5% 8 3 100 mL WA B, @A B2 E, A 0. 45 pom AL IR BT U8, IR, RP 75
",
1.4.2 %L

S AER R 2 mL H 45 MR D& A RS R BB B vk 5 PXC K ERe el 2 BIEA 5
mL (RFS 0N 109609 B gk, a0 T, A 5 mL & 50 &U/K A9 7000 9 F BV B, Bt T8 W, A 2 mL
H BV 2, R R
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1.5 BERFEAMRE
RIREL 27T SRR AR T, B R 7 0 AR B8 A E] 04 11. 329 min, HIREREKR T 5 000, 5K TR
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Fig.1 HPLC figures of chromatogram brucine standard and Fengshi Maqian tablet
2 ZWEREWR
2.1 ERFERZGHHFIE
2.1.1 H®EESER SPE
SR R 1 mL i 55 i B KR 5 8 107 90.3% 94.3%
F A R BB BB BE I B9 Cra /D AE IR B 801
/NEEL I MIP 43 F BB S5/ PXC § eof o
5ot
AVEEEFRSR AL S HIEER 5 mL KMV ST F w0
T H 5 mL & 5% & KK 70% i B BE Uk %8— 10.2%
JBE LT W, A 2 mL BRIV RE A, HEAE ol | .
W, X E s, SR LAE 2, Co/ME RBAME FEmdiegE  PXCME
Fh P 2 40T, Cu /[N EE 152 38N ) I B2 AR S L

R B FAELFERBRE SRS, BT
DA 35 T MIP 435 ER S 3 78 /M i PXC /)
GERIEEE SIS0

H L2 A 4 F B0 R S FEAE 5 T A A B
B BBt e R ZE R m R, 5 R A 3, B 3
U, B il MIP 43F BB 53 E0RH A 68 K B a] 50 & 181 i
REHBR, HBREEMFTRE. ALRmHPiEM
PXC EFHZE BN
2.1.2 LHE®E

WHEAFOT X FIEM U AH/ME, A EAE
AR 5%, B FACH /ME R R AR 0.5~1.5
meq/g”", AWk PXC /ME, BL#E A 60 mg,
3 mL, B A EHEEN BT 90 pg.
2.1.3 SPE ¥ A2 #

(5] 5 22/%

Fig. 2 Comparison chart of solid phase extraction column
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Fig.3 Stability of MIP
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KB 1 mL GRS . BB A B B IFR PXC A B, R E54 31F 5 % ~100 % i B BEK IS Bk Bt , 4t
B BR R DE TR DEFRAMRGEMELE 4. HE 4 TUE S, B BEUKERIERS%Ch 30 %6,
WRUER 2K SR FORE ) TR BUR T 10006, BERFRTE SR E W E . KRR E N 10201 F BE
TR, 7T DA SR KRR BE 3 25 B 55 T SR F I TR
2.1.4  VEBLAIERE

43 030 R 4 R L K- B (A R 5 ¢ 95) VEUK-HBE K (ZE RN 5 ¢ 70 = 25) /R AR
VB A T OB VR R Y SR TR, LA SR LR 5, [ IR 43 A 35. 984,65, 89%6,94. 29 %,

80
701
X 60 0,
% ol 100 94.29%
E}‘ 40k 1&;: 80 65. 89%
60
E 30+ = 4o 3598%
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Fig.4 Brucine eluent curve
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Fig.5 Comparison chart of the eluted liquid recovery
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FRUAR K- BE K (ZF RN 50 70 = 25) PR,
2.1.5 [EAHZFERR]E X5

WAL I T e PR E A B AR A AR v AL e R T v AR ET S RUB B4R R IR WL 6 Rl 7.
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Fig. 6 Chromatogram of Fengshi Magian tablet

extract before purification

2.2 FEEEE
2.2.1 HMEXRFE

B5f 18] /min

B7 %R ELERRERA
Fig. 7 Chromatogram of Fengshi Magian tablet

extract after purification

40 R B 4 T BxT R 5 4 I P R I B U BRSO 40,45,50,55,60 pg/mL BFRAES . B 1
mL FB B F P PXCH B, 2 B 3 mL AR O%00 1090 /9 H BEMgE, K= 3T, A 3 mL & k-
FEE K (ZFERBULR 52 70 2 WML BT R A 1 mL FEFRER. 25 20 oL #ESHT, I
SR AR, LLBT R R BE (o) A BEARAR , W T AR (o) WAL AR , 2 RIAR HE R £ . D4k TR B I 7 #2 8 y=21 3622+
468 018,7=0.999 3. EARFREW, HE T 40~60 pg/mL WENKIEXR R,
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2.2.2 NEWEEE

43 B 25 W R T 4% 0T B R TR (50 pg/mI) 1 mL, BB B WPkt i PXC AE F A4k, BT 3 mL &
SAHCRH 10V R BN, BT A3 mL & 5% &K 700 A SR M THRE®R. F 1 ol FEER
FEZS R 20 pL, LT A 6 W AR R JE , 10 % 6 3 B 0 T AR, W AR 5 4k T e 0 T AROF M (E A
1540 023,RSD &N 1. 4%,
2.2.3 EEWILE

B — AR 6 13, i B 47 B SR BUR AL 7 B4 . 4R 08 A9 & B0 Jr B 5E L i SR g AR, XL
1B 58 BT T ¥ E Ry 807 477, RSDER 1. 1%,
2.2.4 A YRR 2R

REemMEENEEKS M. BHEEAN 32 pg EHMA 24,30,36 pg BT IR &, f ALK &S W, 1%
R b R T 8 A A [ R B AR R A AT VRO R T E L S R LR 1.

A1 RELEN ek Eal g
Tab.1 Recovery of Fengshi Magian tablet

ARAE/ pe bR E /peg W EfE/ pg B/ % S BN/ % RSD 1/ %
32 24 56. 16 100.5
32 24 55. 55 98. 6 99.6 0.82
32 24 55. 90 99.7
32 30 62. 70 102.2
32 30 62. 48 101.5 100.9 1.57
32 30 61.74 99.2
32 36 68. 42 101.3
32 36 68. 06 100. 2 101.0 0.74
32 36 68. 51 101.6
2.3 HmllE
B3 S R B S AR B3 L 3R 22 RELERLSENZ
Bl 47iEBMmE T ERE, H#TSENE. & Tab. 2 Content determination of Fengshi Magian tablet
RINFE 2, e wRMB L HHA)/(mg+ g7))  RSDE/%
1210009 0.533 1.26
3 & i 1210010 0.556 1.02

1210011 0.561 99.8

2 SR A AR > R AR, R R AR BE K B i
R A0 B 7 35k B 32 9 0 O o R 0 B 45 SR 1 S T R Mk G O SR . SR R IR A IR X R i EAT I AL 2 FEAR
MR B LR AR R4 7 RO RT AR T R BRA R T4 o 388 2 ok 70 0 43 2 O S8 TR0 | o 35t R 5 o 4% 12 45 32 i [ e
QR BE T RIS E A 875 A [ AR 2 JUAR 1 5 R R OB A G iR A I, 7 vk O St W 4
Bl Y R A BOR & A T RGBS AP ST IR I . TR ARG 5 3 L AT AR S LAt 450 P 5 R T
ML B
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