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[fE] B HPLC — I 237k @ I E YT )12 il A REEA TR W 4007 5 e 3% DL T R BRPE i
NE NER A FIEAS R B I BR , 2R TR S8 T 0 5 AE R TE B, R R A TF DR 7 0 A 0 155 S IE P i 1 e i A RS R
R & . SR TRBE N E NBR A R A Y IR F A & 53 5 4E 0.199 4 ~3.988 (r =0.999 9),0.043 46 ~ 0.869 2
(r=0.999 9) #10.080 67 ~1.613 4 pg (r=0.999 9) 5 i FUE R A7 AR AP E A ER A AR P9 BR X T 2R BR A9 A%
EEF 4309 0.490 7 F1°0.226 3, &5i%: T AREKVE A AR, I )12 S e )1 25 R A FHBEA TR 1 & &, ff e 17 ) TR
i ANFR 8 BUE R, 3% 5 Uk TR AT AT, AT TN S 0 BT i .
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[ Abstract | Objective: To establish a HPLC method for determination of senkyunolide and ligustilide in
Chuanxiong Rhizoma and Angelicae Sinensis Radix by QAMS. Method: To measure the correction factor of
ligustilide and senkyunolide under different conditions using the butylphalide as the internal reference standard, and
the ligustilide and senkyunolide in Chuanxiong Rhizoma and Angelicae Sinensis Radix were determined by the
internal reference standard and the relative correction factor. Result; The linear response ranges of butylphalide,
senkyunolide and ligustilide were 0. 199 4-3. 988 (r=0.9999), 0.043 46-0.869 2 (r=0.999 9) and 0. 080 67-
1.613 4 pg (r=0.999 9) respectively. Relative correction factors of senkyunolide and ligustilide with reference to
butylphalide were 0.490 7 and 0.226 3. Conclusion: The internal reference standard is adopted to determine
senkyunolide and ligustilide in Chuanxiong Rhizoma and Angelicae Sinensis Radix. This accurate method is
available and applied for quality of Chuanxiong Rhizoma and Angelicae Sinensis Radix.

[ Key words ] correction factor; assay; senkyunolide; ligustilide; Chuanxiong Rhizoma; Angelicae

Sinensis Radix; QAMS
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NI B A FIEEA N BRES E M 22, N EAE NI E R
I G IR A, BEAT 2010 4R R I 24 i) ik
B WCEE NS TR A FIEE A N g A & & 00 5E Ty
o AUVEARNIRIE T LIRS I T R BAE B AR
X R, SR FH R A AGE I [a] isf i 5 11 25 o T 2R Tk A
BEAS S Y & A 0T I A RS s A
HE— 2B WG A BT TR LT ORBRAE S AR, R TS
FAG I, ] o 0 5 32 AT B8 v N1 R A R
AR B A, O NS 2 U R EE A A Jo 4 o 4 3
Z%
1 X=F5iK%H

1200 F1 1100 % 51 v RO AH (4 1% 52 48 (0354
1,2, % Agilent) ,1525-2487 %1 &5 %0 AH 438 2 5%
(Breeze Y AH {4 1% T 1F 3% (4 351X 3, 3£ [ Waters ) 5
Agilent Eclipse XDB-C 4, Zorbax SB-C,; (4.6 mm X
150 mm,5 pm) (4% 1,2), Phenomenex Luna C
(4.6 mm x 150 mm,5 pm) (B %F 3), AUW220D
/10 TR TR (HASH)

JIE CHIHFEEA N B 25 5 250 2T
S AR BEET LT ST D3 5, 23 ) S < S R )1
= Ligusticum chuanxiong [T 1R 25 24 IH Angelia
sinensis B T 42 M | B A Ligusticum sinense Y 1T % 7K
L. jeholense W T MM ZX FIM . T R BEKXGT BR & (L5
101035-200901) Wty [ + [ £ i 24 & A6 5E BIF 5% B, it
Fra I E L PENTE MR A IR AS P TR S T il AR
SR A, 20 R R AR kT e kit Ay
4504 90. 61% Fi1 92. 80% ( HPLC W4 [ R 4l — 1k
AT R >98.0% ) o WO (41 4, K O i
ik, Hoailon 28 o dr ot
2 AEEER
2.1 WA A
211 X MR RS PR BCT R R X R
49.85 mg, # 25 mL g, N T K £ B g O 2 4
ZZN B FES) AT T 2R KOS B i 2 1 5 R R PR
IS A N TR XS B 21,73 mg, B 25 mL AR (i,
INTC/K ST ik 0T 7€ 22 20 B, 55, B BEAS N iR
X TR i B U s R R PR IBCTE IS N TR A X R
11.99 mg, & 25 mL A&, i Jo /K 2 B i T
SERBZIE RS, RISV N ER A X IR A fiff 4 7
W o J3 IR 25 1 W3R X BR A A A v S 1 mL,
[f]— 10 mL FR € 5I0 I sh A 2= 2052 4520, B4
RSN M (5 1 mL & T KBk 199. 4 pg, 558
AN 80.67 wg, FHE)IE NHER A 43.46 pg) .
2.1.2 A BOINE  H T Bk R (i

=50 ) A2 0.2 g KEEFRE 430 E 50 mL H IEHE
JEI G % A B 25 mL, BR 8 o &, B8 A b R
(100 W ,40 kHz)30 min, 5%, B-FRE G, B
AR Y T, B AT, A UE, B R, B AR A
o ENA

2.2 WMEREKEERE BT ARBK FENZS AR A
FEL A P B R B S 7R 200 ~ 400 nm 4594, 0075 T4
Bk P25 N AR AS P iR = 3 2 [m] i e i
> 280 nm,

2.3 @k RS RgE 0
XDB-C i+ (4.6 mm x 150 mm,5 pm) , i 3
FA -7k (52:48) , 33 1.0 mL-min ", # & 35 C,
PEAE SR 5 L, K% 4K 280 nm, HHR A Eiie A
ik I 3+ H R IL T 3 000, DL 1,
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Fig. 1 HPLC chromatograms of Chuanxiong Rhizoma ( B),
Angelicae Sinensis Radix( C) and Ligustici Rhizoma et Radix (D)
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2.3 T ATE 2 F o S0 E T AR BRI R A
AU A A G B W T AR, B4 3 U, O I (E . LAERE
X OB AR R WETRAR Y O PR AR T it £
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FEL, 9 I 75 T 2R K V)1 25 N R AR EE AR P IR 1Y o I PR A B PR UL 1,
F1 3N RTHRAHE LNRMNESR
Table 1 Liner correlation, limit of detection and limit of quantitation of three components
Wix By r KN g A I R/ ng E [ /ng
TR Y =539.52X -0.266 0.999 9 0.199 4 ~3.988 2.0 6.2
BN Y =2 389X -2.067 1 0.999 9 0.080 67 ~1.613 4 0.8 2.5
VENE R A Y=1101.5X-0.644 4 0.999 9 0.043 46 ~0. 869 2 0.9 3.0

2.4.2  FHXARIE PR 00 e K g ik i FH M
25 LAT ARBRAE N N R, 4% 8 2 SO A IE I
(f) = (A, xC,)/(A, x €)™ (A, g IR 0 1 L5 A,
RSN B T AR C S NAR IR EE S €, O B
S HE S R B ) A AN ) 0 R i B 1 B A
X T AR BE B R E -, RIS A P TR X T 2R Ik Y A%
EFT £, W18 5 51 40. 490 7,0.226 3,RSD 43
Wk 0.2% ,0.2% . ZESWLFE 2,

2.4.2.1 ALER VRS £ B 52 ORIk B
2. 1.1 WF B9 IR G X RS W, o W FE 278,279,
280,281,282 nm i & AR 2 T AR EK | #E A N R A
= AR A XF R & 9 06 i AL, T AR IE IR T )
HISEH4 {6 A 0.501 5,7, WSE{E A 0.2301, RSD
SR 0.8% M 1.5% ., 45 H W AE [F] — & 5 50R
M EATEA (OGS 1) b, SR AR £, A, B3
i AN K o

x2 HFNENEBASEANBERSTEFEMNENKEERF(n=3)

Table 2 Relative correction factors of senkyunolide A and

ligustilide with reference to butylphalide(n =3)

HERE AR

o 5 £
1 0.489 4 0.227 0
2 0.491 8 0.226 8
5 0.492 0 0.2262

10 0.491 1 0.226 1

15 0.490 0 0.226 0

20 0.490 0 0.2259

2.4.2.2  AXERUEXS S0 E B R — 5
A 35 AL (B35 1), 3 % #E 0.9,0.98,1.0),
1.02,1. 1 mLemin ™" 052 T 2 Bk 56 A% 4 /i A2 )1
EER A X B g AR SRR E I, R
BIE R 0.491 0,f, 19F{H 4 0.229 0, RSD 435
9 0.07% #10.05% , %53 FHWALER — G &K
A L AR A X £, A, SRR K

2.4.2.3 UERFERXS AW E M JHE &

- 60 -

WA A8 A (s AL 1), 43 I 4F 26,29,32,35,38
C e TR BK L EE A NS RIS Y R A X R
T AR TH R IE R T, B9 SS{E D 0.492 5, f,
(S35 {H S 0. 228 6, RSD 4351 0. 5% H10.3% .
S5 R RWIAE TR — & & OB 35 A b R AR 1
Xt Sy A RN R

2.4.2.4  GRShAHAL R AR £ E g sZ e )
— B WA AL (B AL 1), 7RI 3 A DL K
B HE ]k 50: 50,52 48,541 46 W, 43 10 & T 4
T | A TR R 1 S N TR A X BEE 0 e T AR T
BARER T f, - 31H R 0. 493 8,7, T 41E R
0.229 5,RSD 435k 1. 7% #10.3% , 455 F 0 1
A — 5 1 R0 AR 3% A b, 3t 30 AH H ] 22 A X f
AL, 52 A K

2.4.2.5 CRJA] b B AN R S AS  [R) 2 A 44 A
XF D E B e TR — & WA 63 (5 A
1), 43 0 FHAS [R] b B sl AN [ 4tk 5 1 ) 288 78 £ 3% 4
D58 T R K L 36 A Py IR RNV )T 55 R A X IR Y
Wem AR, TF R RCIE N T, B E S 0.497 7, f,
(S5 (H A 0.229 4 RSD 435 1. 1% F10.2%
S5 R RWIAE TR — & & OB 35 A b, S TR A

CENCE SRR SRR R W WA SR AL
RKs
2.4.2.6 IR WOM G OO £ 0 E B R

Agilent Eclipse XDB-C 4 (4.6 mm X 150 mm, 5 pm)
@ 3% H, 2 ) e Agilent1200 (8 3% L 1);
Agilent1 100 ( {4, 1% ¢ 2) ; Waters1525-2487 ( {4, % {%
3) 3 B EBORA A EIE . TR GER T
RISEE R 0.494 1, f, WSFEH{H A 0.229 4, RSD
TPl 1. 3% M1 7% o 2553 WA [R) s A A
TEAXKE £, F Sy B AS K

2.4.3 R4y (0 3E R E AL SRR, R
T T AR AE Sy b B NE 5 LT 2 0 (8 AR G O B I
AR 45 5 (0 1% W 1) 252 A WSO 1 e Ak T LA O s
R N TR FITE I 25 VR A WA AR i A SCH L
T AEAN [ i SRS A [R) KRS €5 35 A b ) o S, 7
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FIPENES ABRE A XF T AR A AH £ P IR ] A 1 24 (8
0. 91, A YR XT TR R B A X fR B 05 18] AP 2 {E
A 1.64,RSD 435 4 0.4% F11.3% (n=6), £
A Ta] it L 1 ASCRTAN Ti] A 14 €5 335 A A o R B
[ R0 B8 S I AN DR, DRIk, T AR $fs AR X O B8 Ik 1] {7 ok
LB N TR FIAE )1 25 N IR A (i

2.4.4 MmO H IR — LA I 10
pl, % 2.3 TR L HERE 6 U, 10 S e T AL, P 125
PR A RIS A PN g 0 i B RSD 0 51 4 1. 1% il
0.06% , 3 WA & 5 R4

2.4.5 FRoEtELE R S N, AR RO
B, 0,2,4,6,8,24 h AR G 0 AR, VT ES
PR A R EEAS Y g 0 1 B RSD 23 531 4 0. 4% Fil

£3 NI 2 FAS BN B4 3 5

Table 3 Recovery tests of two components of Chuanxiong Rhizoma

0.3% , F LI SRR 24 h P9I , 25 R F0E .
2.4.6 FEMHIKLE  BOIE MK (HIK No. 1)
0.2 g MGHFRE, L6 ), 4% 2. 1.2 Wi F skl & ke
a0 VR S YR AR EE AS Y R 0 7 3 R
W4 0.581 4% F11.111 4% ,RSD # % 0. 7% .,
Ry i i M R

2.4.7 JMEERICE BRI 25808 K (HER No. 1)
0.1 g AEWFRE , L 6 43, 43 HIKE % I A &N AN
Fig A(0.391 1 g-L™") fI#EA IR (0.742 1 g-L™") Y
Xt HR VR TRAS 1.5 mL, B8 20 1. 2 T 5 72 ) 45 133
VSR, W T IRE i, N5 N IR A R AR
PN A4 SF- 22 [T i 6 4303 R 100. 2% F1 97. 4% ,RSD )
H1.2% o HEHRILFE 3,

W 5E B 53 FRAf i/ mg FE i b i/ mg JA &/ mg W45 5/ mg [l 3/ % XA/ % RSD/%
FENE g E A 101.9 0.592 4 0.586 7 11717 98.7 100. 2 1.2
102.3 0.594 8 0.586 7 1.180 2 99. 8
99. 1 0.576 2 0.586 7 1.165 8 100. 5
102. 4 0.595 4 0.586 7 1.193 3 101.9
101. 4 0.589 5 0.586 7 1.173 0 99.5
102.0 0.593 0 0.586 7 1.186 1 101. 1
A A i 101.9 1.132'5 1.1132 2.205 7 96. 4 97.4 1.2
102.3 1.1370 1.113 2 2.230 6 98.2
99. 1 1.101 4 1.113 2 2.1772 96. 6
102. 4 1.138 1 1.1132 2.2452 99.5
101. 4 1.127 0 1.113 2 2.208 8 97.2
102.0 1.133 6 1.113 2 2.208 4 96. 5

2.5 2Pk 5 AMRIEN & 4R IR N
0 E — 0 22 PP 00 2 45 2R 00 A M, AR SOR R R
Xif B R SR A bR B O 9 R — I 22 3 3k S 2 T
10 L)1 10 #E 24 )3 R 10 FLEEA by )15 N g A
FEEAS AR 0 & &, WK 4, S5 5R WoR, PR 7 i
DAY 2 i o] W 22 5% o
3 itig

R XoF B B 28 SR OGS, AT TR R R
EEINTER A VRS AS PN TR 1) B DR Wk K 4 il o 228,
280,330,280 nm Jy = & F [a] (14 W ik K, e HE
280 nm F ARG I HEAT S I E . TR TP T
ARER A B BRI, HAE 280 nm W SCSR B 55 K T
PR, 280 nm A6 I i KO BE [ B0 g TR TR Y
G

SR FHO6E IR T AR BRAE S A, 05 1T 25 U3 A

AR PRI I R A AR YR A & IO IR
FERTAT A g 7% BRSO FRE M MER . AR SCF ST 45
JERWNE RS e A FUEEAS N R 1 & i8R
B TG ER S PE N E N TR A AT VE S 8 I RRAE
YN By BEA TV S AR A FNEE A Y IR 1Y i
ZRARK, T — S B .

FENE R A ISR A P IR X BRE AN B2 E
£ J5 R ST B kB - 20 °C G B4R A G I
bR EHSE, T o HBEMLE, MRy
J, A A% o AR R R R AR 4 v N SRR A W
HPLC i T 7 U — fh i 000 45 10 5 8 10 1 i v
Wb, A SR FH A% Rl iR U0 I AR R 1 E MR A
HEAR N TR X B 9 28 X A 4y i b 90. 619% Al
92.80% , #EAT AH X A% 1E B - 5 , £ IE ) o 45 SR
T T HE
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x4 WHAEENBHNE HREAMELAAMEE

Table 4 Contents of Chuanxiong Rhizoma, Angelicae Sinensis Radix and Ligustici Rhizoma et Radix by two methods %

S o Ak
JIE PN g T g Hi A P4 TR
JITE P9 i N P i A A TR

PN a7S — W Z Pk SR — W Z Pk HhbRik — N Z Pk

0. 584 0.578 1. 127 1117 0.481 0.471 0. 029 0. 046
0.573 0. 566 1.039 1.030 0.264 0.259 0. 020 0.011
0.571 0. 564 1.070 1.060 0.034 0.033 0.730 0. 180
0.571 0.565 0. 947 0.938 0.315 0. 309 0. 027 0.021
0. 641 0. 634 1.138 1.128 0.458 0. 449 0. 163 0.172
0. 489 0. 484 1.049 1.040 0.488 0.479 - -
0.593 0.586 1.041 1.032 0.925 0.907 - 0. 022
0. 609 0. 603 0. 834 0.826 0.350 0.343 0.035 0.076
0.465 0.459 1.001 0.992 0.470 0.461 - -

0. 589 0.582 0. 997 0.988 0.296 0. 290 0.030 -

AN ENENER A FIE T IHRBRM &= [T].
[ &% 3k ] [ 52 1 7 7 2 e 75,2012, 18 (13) :95-98.

(1] FI7, S5 3R, 2. = AR R = 0 )1 25 55 155 [S] Xz, 5, B, 45, B AU IRk R )
SRt 0 B AR O 3 R S3 E EE AR BT [T ol P LA o NI i TARBRAN A N M0 S B LT 2500 0 B i
25.2009.11(7) :20-22. 2012,32(5) :758-762.

(2] BRMEWE,ER. MU M Lk Mg My (0] Sl XIS AR BRA, S RO IG R B Y E I
FHESE [T, A 5 0 3 A 2% 2% 4R, 2012, 40 (1) INEEXT RS S R[], 259 A k35 ,2010,30(4) -
103-107. 680-682.

(3] M. JI2 6 FhEPE R4 10 & il (1], WAk fh (7] ABELLUR, 87 b % i 3k 9 U0 33 12 76 25 9 43 A o 1 g
BPEZ5.2009.5(11) 13739, [J]. 254 A 2013 ,20(5) :453-457.

(4] FB/NHE KB, 2025, 2. PRI 7 0 1125 o [RfEHE MEL]
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