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W OE B 2R A EANG ST F TR CEANE  THARE FNE NEEAEN S ABEH . FN S AT K
KR NEEAFTAERRY S TN H %, F ik RARSIRME TR, &A% Waters BEH Cs, RS A8 4 1% 8582 - B (B
PRBL) , AR A 30 °C, Ak % 0.35 mL/min, A&k K % 254 nm, BEAFE A 2 pL. SR LB R A AEE . TR N E A Bg
AVGENE AESH.H)N B AES TR S )2 4 B A A S A 69 M58 B 28] 4 0.021 6~0.324 0,0.327 2~4.908 0,0.011 51~0.172 7,
0.055 0~0.825 0.,0.002 248~0.033 72.0.007 2~0.108., 0.001 08~0.016 2 pg(#*=0.999 1~1.000 0) ; M| F& %3] 4 3.7.0.56,0.52
2.02.0.007 6,1.16.,0.64 ng; & E M2 %] 4 11.5.1.85,1.66.6.26.0.076.,3.36,1.79 ng; 45 55 & A8 7 0% & A MiXIE I RSD 3 <3.0%
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Content Determination of 7 Kinds of Active Components in Angelica sinensis before and after Sulfur
Fumigation by UPLC Simultaneously

SHI Xuexia', LI Yun® (1.Dept. of Pharmacy, the Affiliated Hospital of Qinghai University, Xining 810001,
China;2.Lanzhou Institute for Food and Drug Control, Lanzhou 730000, China)

ABSTRACT OBJECTIVE: To establish the method for content determination of 7 kinds of active compo, mc

acid, ligustilide, n-butylidenephthalide, senkyunolide A, senkyunolide H, senkyunolide I and leyistili ACn ica sinensis

before and after sulfur fumigation simultaneously. METHODS: UPLC method was ado da@ atl‘on was performed on
n) at

Waters BEH C;s column with mobile phase consisted of 1% acetic acid—methar(

at Tlow rate of 0.35 mL/min.

The column temperature was 30 °C, and detection wavelength was s Thesample size was 2 uL. RESULTS: The linear
range for ferulic acid, ligustilide, n-butylidenephthalide, senk i nkyunolide H, senkyunolide I and levistilide A was
0.021 6-0.324 0, 0.327 2-4.908 0, 0.011 510.172.Z, 0. 5407032 , 0.002 248-0.033 72, 0.007 2-0.108, 0.001 08-0.016 2 pug ("=
0.999 1-1.0000), respectively. The lifi e((% e 3.7, 0.56, 0.52, 2.02, 0.007 6, 1.16, 0.64 ng, respectively. The limits
of quantitation were 11.5, , . (m, 0.076, 3.36, 1.79 ng, respectively. RSDs of precision, stability and reproducibility

tests were lower

85
ng 0)7 The average recovery rates of 7 kinds of active components were from 95.79% to 101.70%

and reproducibility and can be used for the content determination of 7 kinds of active components in 4. sinensis before and after
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sulfur fumigation. The sulfur fumigation will decrease the contents of active components in 4. sinensis.
KEYWORDS Angelica sinensis; Sulfur fumigation; UPLC; Content determination

Y K A TE B ¥ 24 VT [Angelica sinensis (oliv.)
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I35 i R 28 k9 P 3 A 2 T I AR T R R AR
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1 #d
1.1 =%

Acquity # =5 2 A 4 35% (UPLC) Y, £ 4% ACQ-
QSM YT % . ACQ-FTN H gl #E #£ 45 . ACQ-PDA 3 il
#r .Empower3 (a3 T fEuk (325 Waters 2] ) ; IKARV10
Jie e 7% S A (P 3L R 23 |] ) s MS105DU 5 43 2 —HL
F K- (4 Mettler-Toledo 2> 1 ) ; BSA224S-CW J7 4%
Z — T K ([ Sartorius 23 ] ) ; Milli-Q advantage
A 1084k R Gt [FEE BRI THA () BB A .
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M2 T 2012 4E 10— 12 A R A H#R 0=
BRI HIX 3t 253tk , 28 Hlt o R 2 K2 22 B 5 48
HHZYEE R VA TR (AR TR L 2% 1) 5 BT 25 iR Xt
B 5 (1652 110773-201614)  FEAS P g % R A (3L 5
111737-201608 ) FIER 4 I P g A XT BE S (4452 111826-
201605) ¥4I [ Hf [ £ b 24 SR e F o B (AB B : 34 >
98% ) ; T BEARBRT I (HE5-: YL2013020907) (7)1
PTG A IS, (HES . YL2013021705) V)1 25 N g H
S R 5t (HIE5: YL2013020301) 317225 P g 146 B it (L
5 :YL2013021501) 350 FH _E i — A PR AT BR A w
(A >98% ) s HRE Ry i ol , A4k oAl

F1 HABHERE

Tab 1 Sources of A. sinensis

H5 AN B g RN
s1 NN 2012411 A Sl4 THiRE 3 W24 11 A
il 012411 s15 Tt 24 012411
$3 R W00E1LA s16 Tl s 20124
s4 Hifrgi L 2012411 A s17 Tl 6 3
s fEEEL 00K s18 O 2R
56 HRE L 20124114 S19 % 04114
s HilmE 2012411 s i AL 012411 A
8 HiliAs | bl IR0 20041
s L Mk (I e 11 W14 11 A
@jtx W24 1A 23 nHA% 0124114
&\ W24 117 24 TP 0124114
Ql NLEED 20124108 $25 T3 W24 111
SI3 iR 012411 A

2 HEEZER
2.1 BiEsy

@, 3% 4% . Waters BEH Cys (100 mm x 2.10 mm, 1.7
um) s i shAH : 1% WS R (A)-F (B ) , B B Ve (0~4.34
min, 5% ~50%B;4.34~6.72 min, 50% ~70%B; 6.72~
8.51 min, 70% ~75% B; 8.51~12.08 min, 75% ~100%
B) ; Jit ik : 0.35 mL/min; K% 4 : 254 nm; 3L : 30 °C;
YRR 2 Ul
2.2 TEEERMMITE

A3 145 45 FE S I8 5, 4% 0.1% FF & R BU
Tith, 25 B EEZE 4 b, A5 BN [R] 77 1 > U () B B 28 A 0T
%
2.3 ARETHE
2.3.1 RAX BRI 3 OGS Bt BT B R | A TN
B TR FEARER )2 R A ) N ER HLOHE) 5N
Bk T RIS IH Y R A TS i A% PRE , BT AR 10 mL
i TG SN U372 5 S e A (s p O DALY <o s i 4
B3R 7 Ao BE SR IE 208, B F IR — 25 mL i, in i
P R 22 ZI B, T B BT R R | A PR LT M SRR v
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Fig 1 Typical UPLC chromatograms
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25 HMERER
A3 RS B 2.3.17 30 R IR A X IR A 0.2.0.4
0.6.0.8.1.0.3.0 mL & 100 mL fHJffirh, i e 2 2 41
JBE 32,17 R S AR A, AR () At A
b JEETRRR () AR BRI L I o 2528, &5 1o 7
PEFE I B MR MO T AT 25 L& 2.
x2 KUEXRERLER

Tab 2 Results of linear relationship

(R EIEYE: 7 AR, g B0 ERR g
[ i p=IT30+0.041 1 09991 0.0216~03240 37 11.5
LN y=10917c403927 09991 03272~49080 036 185
THRAKE  =127940+00174 0999 0.01151~0.1727 052 1.6
FEIEMEEA =504 2040015 0998 0.0550~08250 200 6.6
FENEMNEH  y=12404-00032 09998  0.002248~003372  0.0076 0.076
TENENEEL  =9.011x-00005 10000  0.0072~0.108 1.16 3.36
WCSAMA A p=415446400009 10000 0.00108~0.0162 0.64 179

2.6 KRS EERIXE

B2.3.17 300 IR X B U VRO R, R R, HE
“2.17 BT L SR SRR E 6 IR, e SR TR . Y
R LR 30 1B AR AT IR 5 44514 bk 10 = 1 B A5 g o
R 25 IR E LR 2.
2.7 RBEELRE

HUST 5™ Ml o 28 Bt ik B 2 (A it V5 VRN
S DR R ) — s o v e
Wl I FIETHE H )
TR TR R TE

1 RSD 43 3114 0.59%

N g 1. B4
% % .0.84% .0.54% .0.90% (n="6) ; BL

A VR, 2k 3 d B R IR AE 2 IR, 1 SR THT
TR H DR . 2558, PR  BEAC NG . TR 2k
ZRIEK RN E EE A )2 IR H O R TGS
AN TR A W TR RSD 43514 1.59% . 1.60% . 1.44% .
1.25% 1.54% 1.75% . 1.97% (n=6) , VL 45 R %0,
AT NGB BT
2.8 HEHIXE

B2.3.27 51 Btk A (S1 5 R4 Hihi B2 2845 4 ) 1
WOE TR, A0 T =R N MAE 0.2.4.6.12.24 hF , #%
“217IN S SRR S BT IO SRR . A5 IR AR
PR EEASINE | TR SRR R 2 IR A 5 R HL
N E BSOS P EE ATE AL RSD 43058 2.01%
1.54% 1.77% . 1.15% .1.64% .1.78% .1.98% (n=6) , 3
A A Ve 2 T i E 24 h N RRUEPE LT
29 EEHIKE

ST S5 AR AW EZE 250 6 103, T 1 g, 53 l4%
“2.3.27T0 I il A A S TR, SR IE 2. 1 I gk
FRAFHEREN E e SR IR . 250 PBRIR (EEAS NS
TEFERER FENE TR A R E R O S R
LORRS I Y g A B35 5 549 5 ok 1,164 4.11.049 9.,
0.776 8,1.102 4,0.167 5.0.724 3,0.058 1 mg/g, RSD 4}
WK 2.93% . 2.73% . 2.86% .2.16% . 1.40% . 2.64% .
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2.46% (n=6) , RAA T ILE LM BRI
2.10 A E IR IE

DU ISR B S8 HEf B . B ST S R & i B 7%
P2 IH 258 6 4y, B0 0.1 g AEEFRE , 05 1 mL Hr
il TR A5 X6 Tt T (BT R, | A PR T M DR BK
T E TR A )T IR HLO) 1 25 IR TS 05 N g
A T TR JE 4391 R 1081 090.7..57.57.,137.5.11.24 .
72.5.4 pg/mL) 5 “2.3.27 TN ERAEH 2 A A AT, SR
JEHE“2.17 TN gk SRR A, TR TS LA A
(Rl T S S SR DR B b1 S G N gy )
95.79% ~101.70% ,RSD 4 2.10% ~2.93% (n=6) , I
IRIEERR R R AR TE L2 3,

F3 MEERKRRELER(n=6)

Tab 3 Results of recovery rate(n=06)

RS HiEmg MARmg  WEEmg  EYMEREE % RSD,%
PR 0.1164 0.1080 02240 101.70 210
0.1098 0.1080 02214
01123 0.1080 02246
0121 0.1080 02286
0.1175 0.1080 02275
0.1109 0.1080 02219
LN 10990 1.0907 21895 97.22 270
10921 1.0907 21756
1.0907 10907 21234
1.093 4 1.0907 21215
1.089 6 1.0907 2736
1.0612 10907 21049
THIARE 00777 0.05757 0.1351 100.86 279
00756 005757 0.1329 3
00798 0.05757 01383 pu
0.0746 005757 0.1349
00791 005757 0.1348 ° a_/
00731 005757 0.13 \(\
FENENmEA 01102 0.1375 O.Q 9.10 235
)
02508
1375 02614
. 0.1375 02713
0.1219 0.1375 02628
FENENEEH 00168 0.01124 0.0279 9579 13
0.0164 0.011 24 00271

00159 001124 00263
0.0173 001124 0.0279
00186 001124 00295
00192 0.01124 00301

FENENREL 00724 00720 0.1423 9873 293
00715 00720 0.1429
00723 00720 0.1409
00749 00720 0.1486
00712 00720 0.1445
0.0762 00720 0.1458
W4IPEEA 00058 0.0054 0.011 4 95.99 226
0.0052 0.005 4 0.0104
0.0048 0.005 4 00101
0.0067 0.0054 00118
0.0071 0.005 4 00123
0.005 6 0.005 4 00109
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L'\IEO

g PR 2 T[] B0 R 24 01 2 64 H i 7 AR Y
PLC 43 M7 J7 ¥ i A WL SCHR 4 , {047 HPLC 55 24
VA 245 Ao v BT B0 R S A P g 5 1) SCRIRARGE L T sh A 2
SR I - W PR /I T TRURN I - B B K IR IR R . At
KA AN RGE MR 2 HE-0.1% R . &
15-1% VK FR 0.1 % B AR | H -1 % VKIS PR R4 70
5, RN %28 T 8% 2GS [R) 2 R HE 190 40 37 sh A v €23 4
BRI o S5 R, 2 DL -1 9% VKBS IR A i 3
AHIEA TR B DRI, 25 A F8 b i o0 HH e et ) 35 o, 4% 1
G353 5 B R, OR S A R e 2 ()3 S AH o
3.3 Ml HERE

KA WA BRI 2 001 T A K, B 2R TR
WS K T 45 A 0 R 3P e g 7 5, 4 R o 5 P
234.2.322.2 nm JE AL S MR R, FEAS TR ) B R
AN A 280.4 nm , T HE IR K A e K ER AN IO
259.0 nm, 7)1 Z5 NG A 5 KL AN A 281.6 nm, KK
2 R A e R AN IR 276.9 nm, P12 IR H
() F5 K AN A 275.7 nm, )1 25 PN TS TR B ke 22 4h
WA 275.7 nme 7 FPEPE A TE 254 nm KA
SR PRS2 AN AT, T B 4 5 254 nm A ASHIFST T RIS K,
35 BRI ARSI 9 4
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x4 HREENESER(n=3,mg/g)
Tab4 Results of content determination of samples(nz=3, mg/g)

ey A Wi AN TIERR IS AEA BIEREH iglEREI! AMEEA
AR BBREE AR REEE OKE RBEA AE HREE AR RBEE OAE O WHER AE BB
S1 1.164 4 05079 11.0499 6.468 1 0.776 8 0.628 9 11024 10711 0.1675 0.2554 0.7243 0.766 5 0.058 1 0.0931
2 05457 0.884 6 11.005 2 8.965 4 03198 0.700 7 02930 14365 0.0693 0.1455 0.268 9 0.876 8 0.1234 0.1552
S3 09370 0.6849 53978 48830 08341 0445 4 0.868 5 04354 0.186 0 02130 08115 03729 0.0825 02172
S4 1.026 5 0.6490 40190 63927 05892 03338 0.6558 04581 0.1321 01773 0.3807 02777 0.0630 0.0821
S5 1.0023 1.0043 7786 1 73105 04714 05842 0.543 6 1.166 4 0.0763 03212 02928 09617 0.0588 0.178 5
S6 0.9009 0.8645 77615 40000 1.2878 0.8955 1.1654 09157 03303 04032 12732 0.6915 0.144 4 0.1884
S7 09320 0.7302 8.5440 52157 0.799 4 07011 0.7399 07757 0.2610 0.1763 13337 0.9054 0.1573 0.1940
S8 1.1639 0.956 4 13.1805 79711 1.046 8 08526 1.640 4 06165 03403 0.0802 12441 05704 02032 02420
9 12581 11200 89703 92909 0.8306 0.8941 0.728 1 0.6873 0.169°5 0.0457 05399 05702 02540 03931
S10 0.869 2 06331 103659 34442 0.140 6 05280 0.3845 04767 0.0748 0.1318 0.1749 0.764 8 0.1250 04033
NI 16381 0.895 8 73078 6.0374 0873 4 0.8552 0.6320 0.853 4 0.1438 0.148 4 04529 44327 03117 02625
S12 1.0371 11017 6.003 1 5.1097 03454 04504 04371 0.6156 0.0871 0.113 6 03314 0.5470 0.1932 02185
SI3 0.764 5 0.6430 7.1646 37830 0.6316 04932 1.068 0 0436 1 0.180 6 0.0713 0.8372 03700 03891 02833
S14 09813 0.649 5 03056 45202 0.7950 04726 05737 04249 02134 0.1053 0.764 4 03049 0.405 4 03079
NH 1.1054 05925 8.1676 46079 L7l 1.065 5 1.0072 1.0328 02386 0.5214 1.096 9 0983 4 04050 0.266 2
S16 1.064 1 0.7471 8.1582 52879 09593 05039 0.7214 04683 0.1975 02501 0.8100 04059 04430 03643
S17 07621 (.744 6 112168 6.026 1 1.096 5 0.6176 08312 0.6479 0.400 4 0.109 6 14093 05270 04133 03501
SI8 0.968 7 0.966 8 157030 88928 1.2214 0.6792 0.806 0 0.6511 03268 0.097 14197 04415 04823 04763
S19 0.992 6 04869 71291 3.8840 14713 05377 12918 07259 0.284 6 0.1297 15302 06267 19311 02974
S20 0.988 8 05697 72020 54018 1.2467 04378 06792 0.629 4 0.2813 0.1439 13741 04989 04748 03153
21 08822 05835 167701 5.603 4 1.0748 04695 1.096 5 0.6077 0.208 4 0.0832 11036 04842 03822 03135
§22 0.8470 05291 149424 29429 0.8309 03446 18220 03904 02469 0.080 4 1.0072 0.368 6 02380 02399
§23 1.089 8 08134 14173 4 75611 09123 0.7269 10734 0448 8 1.0839 0.0639 19330 05032 02091 8572
SA4 1.8854 1.9272 13.6593 28042 07548 0.7424 5.062 1 23275 154385 9.2724 259093 1073 1 . 0380
25 0.7742 07230 85911 49234 12555 0.8095 1.0999 05359 04527 0.118 4 LOITT 064 dJ g 0.183 1
A 4
EZG b TR B R D, M2 (9] %R, B, x*u%% TS A
PEBTRAEIS T RIEHE RS0 & R TR 15 RN IO 8 4 % 52012, 37
PRV BE 20T S I 245 b TP i PR o3 i A IR AR U A
STk ] lﬂ,@%Féfﬂi,%'cﬁiifi,%ﬁ*ﬁéi%-fi%iﬁf%’uﬂﬂ&
J [} R =] S| 3 s Y N
(1] FEZITE R L o 2 AR o 2t [ T E@%ﬂunﬁﬂi{ﬂiH‘Jifaﬁ@%*ﬂ{%?’fww%fﬁn[ﬂfn A
; ] 15,2012,40(4) :602-607.
(21 4"‘?‘“}5%%%5&& [11] LAO' SC,'LI SP, KAN KKW, et .al. Identiﬁcati?n an.d
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