ET HPLC EQBEIERZIERAST RENENEZEERETN

F3, BEE, 2RT, A", DROR', A (L R E SR RERI ., L5 102629, 2. i E 2Rk, #
211198)

HEHM KRR S0RAMEE(HPLC) B 5 50 e E EAMIEL A #ER 6 MRoSEMNE Tk, ik KA HPLC k3¢50
a‘rt*%ﬁuwﬂ' Z, R Agilent 5 TC-Cq (2) &34, VA TR AR5 42 0.05% F B2 K& A A shAa, ¥ & b, Az 1 mL
Sk K 275 nm, A28 30 C P AR FE R CBMEE X FALEE X B LBHALF BT T T FTERITF 74

B,B’-:—‘?%&%*ﬁ%ﬁﬂq%T 6 MNEBLE R BATAEN E, KA HPLC 35 £ B4l J- 456 7 25 &8 45 40 18 3 Aa ol B 3%

M RG(2012A B )7 & S H F A M eI LB, AT R e b AN, R T EFEREN .6 MRS EA AR
BLANSSEHMRERTFHERLELZR,6 ARSMUEESH A 0.006% ~0.237% ,0.009% ~1.759% ,0.001% ~0.129% ,

0.002% ~0.625% ,0.011% ~609% ,0.016% ~1.712% , & % 7 ¥ 3% HPLC 36X 3%, £A4F 2T 9 A A%, R A v B35 A

WA AT AR A, KIS0 R Eeg AR £ R K, iR SATR A S % HPLC 34 B i A= F) i 0 2 6 A R4

SFWHTERAR L ERTE TLMG, TAHREAM R EFRIRELERIE,

KEIR EE; HRURM E K I AE; RS R ERN

doi:10. 11669/cpj. 2024. 10.010  FRESFEE:R17  XEIRER:A  XE4S:1001 -2494(2024) 10 - 0929 - 09

Study on Quality Evaluation of Arnebiae Radix by HPLC Fingerprint and Components Contents Determination

HUANG Rui'?, DAI Shengyun', WU Dongxue', LIU Jie', MA Shuangcheng' , ZHENG Jian'* (1. National Institutes
for Food and Drug Conirol, Beijing 102629, China; 2. China Pharmaceutical University, Nanjing 211198 , China)

ABSTRACT: OBJECTIVE To establish the fingerprints of 50 batches of Arnebiae Radix and the methods for determination of the
contents of six components. METHODS A high performance liquid chromatographic (HPLC) method was used for the determination
of 50 batches of Arnebiae Radix on an Agilent 5 TC-C 4 (2) column, with acetonitrile-0. 05% formic acid aqueous solution as the mo-
bile phase, gradient elution at a flow rate of 1 mL - min ™", detection wavelength of 275 nm, and column temperature of 30 °C. The
contents of six naphthoquinone components, i. e. , alkannin, acetylshikonin, deoxyshikonin, B-acetoxyisovalerylshikonin, isobutyryl al-
kannin, and g8,8’-dimethylacrylalkannin were determined. The fingerprints of the herbs were established by HPLC fingerprinting com-
bined with the “Chinese Medicine Chromatographic Fingerprint Similarity Evaluation System ( Version 2012A)” to evaluate the similar-
ity and confirm the common peaks. RESULTS The methodological validation results showed that the peak areas of the six components
had good linear relationships in the corresponding concentration ranges, and the contents of the six components ranged from 0. 006% -
0.237% , 0.009% —-1.759% , 0.001% —-0.129% , 0.002% -0.625% , 0.011% -0.609% , and 0.016% —1.712% , respective-
ly. The HPLC fingerprints of Arnebiae Radix were established, and a total of nine common peaks were calibrated. The similarity fitting
was performed by using the TCM fingerprinting software, and it was found that the similarity of the 50 batches of Arnebiae Radix varied
greatly,. CONCLUSION The HPLC fingerprint of Arnebiae Radix established in this study and the method of simultaneous determi-
nation of the contents of six components are simple, stable, accurate, reliable, and reproducible, which can provide a basis for the
quality study of Arnebiae Radix.

KEY WORDS: Arnebiae Radix; HPLC; fingerprint; components content; quality evaluate

LNy 52 ORI ) T 8 25 55 [ Arnebia euchroma  BYTHERR JE—Fh R IG5, IR T (FAR
(Royle) Johnst. ] B PN 52 4515 ( Arnebia guittata Bunge) Az fEREA HIEF IR AR S, A

ESWE LR RGZ5M B9 & T s Ta T 785 H 588 (2021X4 ) 5 181 5 24 i Wi 45 38U Jm) 24 i W ) o 00 AR € RO 24 45 30 e T o
W Bh R R IR X 25 B S R SR B AR R A TR ——" gm0 RO 25 98 (LB s R A ) A A 50 H B B

YEE RN 0, 2, WL AE RGO s R 24 T i s il B AR o s I =, £, 1 WFFE 5 1] = PRI 24 0 & 4 i) B AR S
WF5E . eEE MM = WAL RS —1E CERAEE R, Lo, L R A WESET5 ]« R 24 o i 28 ol B A SR ARMERIF S Tel: (010)
53852080
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TP T LA BB NP DAL iR 322 H]
BRGHIREA T DI RAR - NSRS AIN 3= BN
SRR LR . B B s R, R A
AW APTR U PO BRI, [R5 5 R K
HAGA ARSI AL RO i T A R GE55 07
mi R EEE Y SEEEEE, EIREE N
S HINSF AT, 42 & MU A A, Horb LU s |
ZH MR KR R BEE AL AT K A
25 FIR st IR AN W T AR, H DA 3 25 B A7 7
A AR AR RS 22 AT FRE 2R AL, 1990
AERRE 2005 45 it e N RRE 25 L) (DLR
FROpEZG0) ) Jellost 7 58 mRH 3 R Y, RIAK
L0 R M) T BB % 5 [ Arnebia euchroma ( Royle )
Johnst. | \N5% 45 25 ( Arnebia guttata Bunge ) Fll 25 B
J& 5 48 35 ( Lithospermum erythrorhizon Sieb. et Zucc. )
9T HEAR S T 2010 4F R E) 2020 4F i ( [ 24
) AR T R TR L B2
Fhak , 25 ( Onosma paniculatum Bur. et Franch. )
W REE AT FRAE) Y BT S, K AR
( Onosma hookeri Clarke var. longiflorum Duthie) 2}
CCTLA= 9 24 5 b ) 1995 45 27 sS4 11 R 56 2
—, IR T SRR MY, B AR R HOR IR
1z, HLBEE AL AR IS BRI & e, BOR iR 2 1) 2%
FOREE A AETIT I b iE , 1 T SRR RIR ALY
[, WFFER], R & Z RIS G, 2y
PRS2, BA BUAEAL PR RS PR
B RS S k) e s e Z O R R
ZRERRAE Y WOA N R T F Y BT, Sun
SEUBIES S PR, 28 2 AT LA FROIR R G 4 T A
M AP AVE . Park 2515 g i, 20 2
TR THC YT R0 R 2 2 1 PR A R R R 2 5 A
il PPARyy B3E P, 95 R 105 A il A b 2H 2
B SRR A i 7 2B 180 IR T RE EAHSC o AL,
S AT U ML A 48 4% R Lk ot
RN, SR SR 2R S E RRR, B
HEM R RS 2EAF ",

A TR Fip 0T 25 R 1) ZR MR 2 1 0 R A T 2 )
B R R A I AR — P ot £
AR ES . HI, @ B4 Y 5B 25 i &=
PR 5, X DRAIE 5 B 24 b ot o A G N4 g LIl
IRIFRL, ARIC B, H FR 58 R Y T B i i) &
BRI B, B - F PN s I B 7 9 ) o0 5 i
PR b (H R AL S WA I S, B —FR bR Tk
HER PSR L BT & . B T, AR S ) vy 2R
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2y HPLC 45 S0 38 A5 8 0 5 7 3%, PR AN A
7 I R 5 R 2R R DA ol RE 5 2 b 1
PRUESE AR A A , o 1 — 2 0 5 BT O
J A BRI R A o

1 U5
L1 L&

Agilent Technologies 1260 Infinity 5 %5 & AH 2 3%
I BAH R GEEAE VYT | B Skt FEAR DAD £
MES, O34 Agilent 5 TC-C 4 (2) (4.6 mm x 150 mm,
5 wm) ( & [H Agilent /A F]) ; SHHW21. 600A [T 7 =
FHfE R KA (R B A A s A IR A | )5
MS105DU H, 53 #r K+ 70 Z — (Hge - 46 )
ZALES E A RN 7)) ; Eppendorf Centrifuge 5430R
T APt U O L KQ-500B TR A i1 15 Uk 4
(B s A R A .

L2 ##

BRI AT R R FEN K, £ &
24 E TS B KB AT S 51 M D 55 R R i 5
[ Arnebia euchroma ( Royle ) Johnst. | Fll P 5¢ 45 ¥&
(Arnebia guttata Bung) )T 12 AR | H 48 35 ( Onosma
paniculatum Bur. et Franch. ) BfR 86 AR iz , i1 F&8 4
HE TG O3 7 A2 W) 22 BRI B, SO 51 2%
HAELDAEY), RIRRE A R LR 1, BB/ - W kN
MEBERT 7 (L5 : 111689201805, 4fi Ji 98.0% ) ;
IEHE LR R (L5 :110769-200506 , 41 fiF 98. 0% ) 14
R 24 i A ol R E BT AR R R R (it
57028, 4l 98.0% ) L LR R (L5 . 12527,
2 98.0% ) \ 5 T WL R 7 (45 10513, 4 &
98.0% ). 5+ T Bt % & K (4it 5. 10398, 4f &
98. 0% ) B- Lk 28 Hk S 3 1ok B - 77 % Ry (it 5
11099, 463 98. 0% ) . L WERT = 7° (Hit 45 : 10476, 46
JE£98.0% ) AT ESE R (M5 : 6478 4UJ& 98.0% )
S (RFPHEAR HE R AR MR 55 A BR 2\ ) 5 B 8 55 7T i
S (RAEUUER D) (P ER 25 BE TR

NG HEE HBR (=98% ) My ibal, £ ik N
grHral, K i AK A (R TR A RA R

2 FEEHER
2.1 fBit& 4
£ 7%4E : Agilent 5 TC-C 3 (2) (4.6 mm x 150 mm,
5 pm) s ZHE (A)-0.05% R /K (B) , 6 5 Uk
JB6, W 1.0 mL - min~", AR IR 30 °C, K O K
275 nm, AR 20 wL, FERRER 2 FE YR
rp | 22 Ak 2024 £ 5 55 59 555 10




x1 REUMBELER
Tab.1 Sample information of Arnebiae Radix

Number Source (in Chinese) Origin Number Source ( in Chinese ) Origin

Z7C59 Kyrgyzstan ( 75 /8 2 37438 ) - 2158 Xinjiang, China( H[E &)  Arnebia euchroma(Royle) Johnst.
7C52C Xinjiang, China( H1[E#8)  Arnebia euchroma(Royle) Johnst. 2235 Xinjiang, China( H1[E#98)  Arnebia euchroma(Royle) Johnst.
7.C60 Pakistan ( [% 3£ 71H ) - 2154 Xinjiang, China( F1E§E)  Arnebia euchroma(Royle) Johnst.
7C62 Kazakhstan ( 5 5% 7a 30 ) - 2224 Xinjiang, China( HHE#E)  Arnebia euchroma(Royle) Johnst.
7C63 Pakistan ( F 5530130 ) - 2014 Xinjiang, China( H1[E#8)  Arnebia euchroma(Royle) Johnst.
7C69 Yunnan, China( 1[E=F5) Onosma paniculatum Bur. et Franch. 1707 Xinjiang, China( F1E§E)  Arnebia euchroma(Royle) Johnst.
Z7C58 Tajikistan (¥4 75 prilfrif) - 1874 Xinjiang, China( HH[E#§8)  Arnebia euchroma(Royle) Johnst.
7C53 Xinjiang, China( H1[E#8)  Arnebia euchroma(Royle) Johnst. 1790 Xinjiang, China( H1[E#8)  Arnebia euchroma(Royle) Johnst.
7C61 Afghanistan ( Bl 571 ) - 1252 Xinjiang, China( F1E§E)  Arnebia euchroma(Royle) Johnst.
7C44 Xinjiang, China( HH[E#§8)  Arnebia euchroma(Royle) Johnst. 2156 Xinjiang, China( H[E#8)  Arnebia euchroma(Royle) Johnst.
7C42 Xinjiang, China( H1[E#8)  Arnebia euchroma(Royle) Johnst. 2155 Xinjiang, China( H1[E#§8)  Arnebia euchroma(Royle) Johnst.
7C57 Xinjiang, China( F1EH§E)  Arnebia euchroma(Royle) Johnst. 1375 Xinjiang, China( F1E§E)  Arnebia euchroma(Royle) Johnst.
7C4A7 Xinjiang, China( HHE#8)  Arnebia guttata Bunge 1869 Xinjiang, China( HHE#§E)  Arnebia euchroma(Royle) Johnst.
7C68 Yunnan, China( FE =) Onosma paniculatum Bur. et Franch. 1871 Xinjiang, China( H1[E#g8)  Arnebia euchroma(Royle) Johnst.
7C70 Yunnan, China( 1 [E=F5) Onosma paniculatum Bur. et Franch. 1868 Xinjiang, China( F1E§E)  Arnebia euchroma(Royle) Johnst.
7C72 Sichuan, China( 1 [Epg)i]) Onosma paniculatum Bur. et Franch. 2159 Xinjiang, China( H[E#§8)  Arnebia euchroma(Royle) Johnst.
7C74 Xinjiang, China( H1[E#8)  Arnebia guitata Bunge 2222 Xinjiang, China( H1[E#8)  Arnebia euchroma(Royle) Johnst.
7C67 Yunnan, China( 1 [E=F5) Onosma paniculatum Bur. et Franch. 195 Xinjiang, China( F1E§E)  Arnebia euchroma(Royle) Johnst.
7C64 Pakistan ( 2340730 ) - J97 Xinjiang, China( H1[E#8)  Arnebia euchroma(Royle) Johnst.
Z7C73 Xinjiang, China( H1[E#§8)  Arnebia euchroma(Royle) Johnst. J92 Xinjiang, China( H1[E#8)  Arnebia euchroma(Royle) Johnst.
7.C65 Xinjiang, China( F1E§E)  Arnebia euchroma(Royle) Johnst. 194 Anhui, China( ¥ [E%2#) Arnebia euchroma(Royle) Johnst.
7.C46 Xinjiang, China( H[E#§8)  Arnebia euchroma(Royle) Johnst. 189 Xinjiang, China( HE#§E)  Arnebia euchroma(Royle) Johnst.
7.C66 Xinjiang, China( H1[E#8)  Arnebia euchroma(Royle) Johnst. J93 Xinjiang, China( H1[E#8)  Arnebia euchroma(Royle) Johnst.
7C71 Yunnan, China( 1 [E=F5) Onosma paniculatum Bur. et Franch. J96 Xinjiang, China( FE§E)  Arnebia euchroma(Royle) Johnst.
7C56B Xinjiang, China( H[E#§8)  Arnebia euchroma( Royle) Johnst. J90 Anhui, China( #[EZ¢#0) Arnebia euchroma( Royle) Johnst.

R2 BREHMEHRORA G (HPLC) M % kAT
Tab. 2
Arnebiae Radix

HPLC elution procedure for the determination of

t/min Mobile phase A/% Mobile phase B/%
0 57 43
10 65 35
26 65 35
27 57 43
30 57 43

2.2 BRI R AR B A
IS B R S 2 (I D577 0. 5 g, KB FRAE
BT H ZEHE YO, RS % A il g (60 ~ 90 °C)
25 mL, FR A2 i i, B8 A Ak B (I . 500 W B R
40 kHz) 30 min, Ji ¥, P B8 & B &, B A I
(60 ~90 °C)#MEIR T, 25T, 6. KB L
THW 10 mL FEZ8 & ML, 251, 5% N i 2l AH 2 Ji-7K
(70:30) %5 fift, 5 7% 2 10 mL SR, I sh A8 206G -
7K (70:30) AR F RN  F25T, Uit IREEWR , RIFS
2.3 XTE &G AR I H A

PRI R R (LSRR LA R B
LIRSS I BE R+~ 7 5 T mERT R 7 gL B -
FENIRTBERT R 7729 10 mg KR FRE , B T 10 mL #H
rh P B A O 4 A 20 B, A9 AR TR 43 i ol
0. 903 0. 895 0. 899 .0. 900 .1. 000 0. 901 mg * mL ™" [

R 2 s 2024 B 5 715 59 4 10 1)

A

2.4 FHEFEHEE

2.4.1 REWEEEL HC2.27 R Jy gl & HEHR
PRVETR(J94)  FE 2. 17 R S ERE 6 41,38
SRETEE], DL OB SRR 2 IR T A WA X
R B R ) B 3 e (o S TRTAR 3% LA 1) 1)
AR TET AR, LA B A N AR X Fn vl 2% (RSD) fH. 31
SRR B 4% IEA WA X B4 B ] A X i 1T ALY RSD
A3RIH 0.02% ~0.12% .0.05% ~0.89% , 101X
AHEE I RIF AP AR S BIE s oK

2.4.2 FEVEFEL 2.2V WR Jy vkl &R
ARV (J94) 2. 17 TN Rl A&, 430l AE 0.5,
6.10.22 24 h JEFESHT, iC R s K, DL O BES R
Jy 2 MR A WA AT X B8 )R] B 3 B 0 % 04
(i SRR 3% DL ) A AE XS U TR AR, A SR iz
RSD B, TH5A5 225 H A W AR XTI B8 B B8] L AF X 08
T AL RSD 4351 K 0.03% ~ 0.26% .0.15% ~
0.86% , LU 5% 24 h NI E TEEAT

2.4.3 EEMEELR BCERRGMBARMER (S
Jo4) KEBRFRE, #i 2. 27 TR Jy & R i
W, TATERAE 6 6y, #5217 0T €033 554, ERE 4y
BT, DL SRR 2 2 B ST A W A G £ R e
(i) % F2 e g (5 R TR 3% D) B FF G i
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A, LLRAHRE R RSD i TR 214 LA i A
R B IR (5] | AR %) 06 TG AR 9 RSD 23531 O 0.05% ~
0.42% 0.38% ~1.54% , F W% )5 £ 2 vk B 47,
FEE RS BT 2K

AE 7 i B B R R 1 ST 5 R S
WM R T A RRE PR B, REAS I
AR ARSI R E 2R
2.5 f5 LU A H S RO UL (Y

1S SRR, 235 2. 27 BT 1 75 3 1l
B B RV VR4 2. 17 I A Iy A
SRRSO o 58 RERE X it A it € 5 ] LT
Lo WIPHRE T 9 A3 @G E o SR R AR
Ll {3 BRI 143 31k 4. 017,6.. 019 ,8. 237,10. 067,
13.859,14.598,16. 677,19. 469 ,21. 34 min, jx 4645
UV T A A4 5 5 2 A IR AR — o il i S0 T

4

i U, B 2 SIS A e SR B R 4 S0 Sk
TR S SIS L EERR 6 Sl B-L B A S
PR 72,7 Sk ST EERT R 7,8 gl BB -
TR EERT R T, o 4 S e i 0 T BGE
VT RhT , ATE N S BRI . 55 9 ST B I, i By
MR, Z7 SCHR AT HNZ 843 AT ey 2-H T Rt 5%
B HS0 SRR 3 A2, 27 IR Uy vk
A b S AR, 452, 1 TR (535 45, RAEFE 4L
BIRE, Kb 15 HERE S s B Al B R %
e BRETF A0 v 245 35 48 S0 S AR AL E A 4K
4 2012 i HgEA TR A B A3 A, A B R A o) R
Te S B 25 R UL 20 FF DA T B TS At
B 50 BRE SRS AR AL, 25 R L3R 3, 45 R A
0.697 ~1.000 Z[i] , Vi AN AL U (BB it 11 Joi dt 2
SR,

R(9)
0 2 4 6 8 10 12 14 16 18 20 ” 24 26 28 30
1/ min
B

4 y A A 51

\ 1 30

. 7 N— & o

3 2

A |

A A 37

i . » AN A 36!

. _ : 2

=

g /B '2§

- > » . —! 4

Z . N—4 2

2= S UW;J@A 3

p- 1 3

N ﬂ b S— A ; 4t

N 4._@ L

Ui A 2 }\ i\ gt

t 43\_10—._//? A 3

7hu N A AN——A )

0 2 4 6 8 10 12 14 16 18 20 2 2 2 23 30
7/ min
2 - KRS R 4 - LR S5 - B SRR 6 - B-LBHAE BT 7757 - 5 THERT 7738 - B, 8" - F BN A BE R~ 7751,3,9 - KA,

2 — Alkannin; 4 — Acetylshikonin; 5 — Deoxyshikonin; 6 — B-Acetoxyisovalerylshikonin ;

Bl 2w R e (A) & S50 HtE & B3R SUEE (B)

7 - Isobutyryl alkannin; 8 - 8,8'-Dimethylacrylalkannin; 1,3,9 — Unknown.

Fig. 1 HPLC chromatograms( A) and HPLC fingerprint of 50 batches (B) of Arnebiae Radix samples
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R(2)

0 2 4 6 8 100 12 14 16 18 20 22 24 26 28 30
/ min

2 - BRI 34 - LR RER 5 - BB RR 6 - B-L Bt AL 5 IR BE BT
T - ST IR R 58 - 8,8 - LI BERT R 7751,3,9 - KA,
2 — Alkannin; 4 — Acetylshikonin; 5 — Deoxyshikonin; 6 —B-Acetoxyisovalerylshikonin;
7 —Isobutyryl alkannin; 8 - 8,8'-Dimethylacrylalkannin; 1,3,9 — Unknown.

B2 o R 3 U
Fig.2 Reference fingerprint of Amebiae Radix

R3 SOMEEHEMME
Tab.3 Similarity of 50 batches of Arnebiae Radix samples

Lot. Similarity Lot. Similarity Lot. Similarity
R 1 S18 0. 841 S35 0.995
S2 0.97 S19 0.95 S36 0.937
S3 0. 849 S20 0.729 S37 0. 898
4 0.924 S21 0.955 S38 0.982
S5 0.948 S22 0. 885 S39 0.981
S6 0.973 S23 0.979 40 0.982
S7 0.967 S24 0. 944 41 0.98
S8 0.988 S25 0.928 42 0. 945
S9 0. 965 S26 0. 963 $43 0.977

S10 0. 965 827 0. 895 44 0.983

S11 0.971 S28 0.984 $45 0. 985

S12 0.993 S29 0.924 46 0.961

S13 0. 697 S30 0.928 S47 0. 969

S14 0.977 S31 0.954 S48 0.911

S15 0. 897 S32 0.902 49 0. 969

S16 0.913 S33 0. 966 S50 0.99

S17 0. 968 S34 0.97 S51 0.928

2.6 REOMEMEKSNEENE

2.6.1 ZLAEXLRFEL k8RB 2. 37 i~
Xof B it i A S i, AR 53 800 50 % Y Pt e i ol e
B4y 3 A 0.036, 0.143, 0.018, 0.144 . 0. 100,
0. 144 mg - mL ™ TRFRIATI , R 1% AR Bk 15
6 M8 FR YN BE R ARUE AR, BRI : A0 e S8 %
0.036.0. 018 .0. 009 ,0. 005 .0. 002 .0.001 mg + mL™";
2T 4% 2 2. 0.143,0.072, 0.036, 0.018 . 0. 009,
0.004 mg - mL™"; = 4 % # . 0.018, 0.009,
0.005.0.002.0.001.0.001 mg + mL™"; B-Z Tk %
5 % TR BT R 770 0. 144 0. 072, 0. 036, 0. 018,
0.009 .0. 005 mg - mL™"; & T LB R 57:0. 100,
0.050.0.025.0.013.0. 006 .0.003 mg - mL™";3,
B’ - L P Ik BT R 7. 0. 144 0. 072, 0. 036,
0.018.0. 009 .0. 005 mg - mL™"', 4%“2. 17 3 | {4,

R 2 s 2024 B 5 715 59 4 10 1)

TEAAE, o BIHERE I BT . LA I BT B Y (A)
XPHEHE x(mg + mL™") HEAT LR 1T, 75 4% 543 1Y
[T RER 4.

R4 REAGT 6 MIBATRWATRE SR & NETE
Tab.4 Standard curves and linear ranges of six indicator com-

ponents from Arnebiae Radix

Component Regression equation r Linear range/mg - mL ~!

Alkannin Y=20002x -3.575 1 0.9997 0.001 ~0.036
Acetylshikonin Y=23108x -14.911 0.999 8 0.004 ~0. 143
Deoxyshikonin Y=36 152x-9.563 2 0.999 1 0.001 ~0.018
B-Acetoxyisovalerylshikonin ¥ =18 183x —12.489 0.999 8 0.005 ~0. 144
Isobutyryl alkannin Y=21801x-13.381 0.999 8 0.003 ~0. 100
B,B'-Dimethylacrylalkannin Y =20 928x -23.8 0.999 7 0.005 ~0. 144

2.6.2 RESEEE SPHIHCT2. 37 IR X R
W (C3) A2, 27 10T A fh Vi (5. 2C59) , 1%
21T TUR T A RS i HE SR HERE 6 W, L SR T
BOFHH RSD. £5 R 7 %) AR I W ZE e 5 R 3R
CBERR R K AR R B- LB A S ST BT R
TS5 TR R TR B, 8- B IR T U
i BU RSD {4 4% %1 K 0.19% . 0.11% , 0.16% |
0.15% \0.09% 0. 13% , ¥/NF 2% , (it i R 6
Rl 5 U6 1T ALY RSD E 53 531 2 0.23% 0. 14% |
1.02% .0.08% 0. 12% .0.40% , #1 /N F 2% , i W]

IXAR I R o
2.6.3 EEPEEE BURFEAMEARMEMN (S

J94) %2, 27 BT J7 ik a5 s PR, P AT R A
6 {452 17 I (s A& PFUEREIE , iC S e i B
IS, SRR AETERR CMERER L
SAEHR B- O RS BERT R 7 R T bR 7
1B, B'-— RN ToE BT 7 7 1 19 RSD {H 35108
1.22% . 1. 12% . 1.48% . 2.96% . 1.02% . 0. 96%
(n=6) , RMITENHEMERL

2.6.4  FREMELR  BURF MBI AR (5.
J94) 2. 27 5N Jy kil A st i, o0 ) T 4
J5 0,2,6,12,24 48 h, #4“2. 17 U (033 £ 40 50
ANCTEAL, D 5% 6 R iR, 7155 RSD, 2558
NIRRT R (O R  EA KRR B- O A
S ERT R 7 S T ER R 7 B, B - W BRI M T
B+ W TE AR A9 RSD 43514 1. 32% ,0.50% , 1. 94% |
0.76% ,1.80% ,2. 16% ,FEHH{UEs e ETE R I

2.6.5 MHJHMEZSE A SIS AN [] it €0, 35 A AN
IXERIEAT T 55K Waters 2695 w850 (11X |
Agilent Technologies 1260 Infinity 550 AH (6,15 {1
Waters Xselect HSS T3 (4.6 mm x 250 mm,5 pum) |
-+ 933 .
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Agilent 5 TC-C,4(2) (4.6 mm x 150 mm,5 pm) {45%
FEHEAT HOH, e I S 0 e 2 e R 1 AN 5 0 i AT
A IR REUE 570 BRCR
[, S S 3t Xof 833 2% A v i i AR A R R
FP258, 4y WAEWH 0.9.1.0 1. 1 mL » min~" il
)Ff{ﬂ]l 25.28 30,32 .35 C M HfT8L5:, 45 R BN, i
R AT INVE B AN 2 X6F 6 Fi 28R 2 153 19 53 15

BE T B B W 45 2R 7 A SR e, 1 R
7£0.9~1.1 mL - min~" HJEFE 25 ~35 C&U4T,
J7 iy YT

2.6.6  JnAEEISCREE IS B AR i (HE5

J94) 27 0.25 o KEEFRAE , TATEAE 6 1), 43 & T
25 mL BT BB 0.903 mg - mL~' 1y 4 R4
TR N IR IS 0. 895 mg - mL T Y ZBEE R KR

i, 0.090 mg mL™' ) kR E K
0.900 mg - mL~ El’Jﬁ LA R mMKT‘ETLE\
1.000 mg - mL™" {5 T BERT K 738 &, MU K
0.901 mg - mL™" ) B, B'- - F 3 N J# BE B 7738
B AL B (3R 500 W, 4517 .40 kHz)30 min, jif
B ATHEEE 7 2 205 RS A I W 10 mL 278
KL, 78T FRIE N shAH 2 -7K (70: 30) i i, 6 4%
£ 10 mL S, I shil ChE-7K (70:30) e 5 E Z)
JE BEA), UL ISR BT, B #6217 0 g 4%
PEIEREINE , 10 SR T AR, S e TR . 45
BRI ,6 DRARMES ST 1 X 335 2 99. 87%
99.93% 99.96% .101. 03% .102. 76% 98. 50% ,~F-14
B RSD JE M 1.51% ~2.91% , WL3E 5, %
T3 B SRR BT, ST A il B D K

RS ZREAHGPOMAUERPWMFEREXRLER n=6
Tab.5 Results of spiked sample recovery test for 6 chemical. n =6
Component m(Sample)/g m( Content) /mg m(Add)/mg m( Measured ) /mg Recovery/ % Average recovery/ % RSD/%
Alkannin 0.250 1 0.147 0 0.099 3 0.2429 96. 56 99. 87 2.51
0.2525 0.148 4 0.099 3 0.249 6 101. 81
0.248 9 0.146 3 0.099 3 0.248 2 102. 56
0.250 5 0.147 3 0.099 3 0.244 2 97.58
0.250 0 0.1470 0.090 3 0.238 8 101.72
0.2510 0.147 6 0.090 3 0.236 9 98.98
Acetylshikonin 0.250 1 0.503 6 0.438 6 0.951 6 102. 16 99.93 2.79
0.2525 0.508 4 0.438 6 0.950 8 100. 87
0.248 9 0.501 2 0.4210 0.918 8 99.21
0.250 5 0.504 4 0.421 0 0.902 8 94. 64
0.250 0 0.503 4 0.456 1 0.963 0 100. 77
0.2510 0.505 4 0.456 1 0.970 2 101. 91
Deoxyshikonin 0.250 1 0.036 6 0. 066 0. 103 100. 31 99. 96 1.51
0.2525 0.036 9 0. 066 0. 104 101. 98
0.248 9 0.036 4 0. 062 0. 098 99. 36
0.250 5 0.036 6 0. 062 0. 097 97.52
0.250 0 0.036 6 0. 062 0.098 99.77
0.251 0 0.036 7 0. 066 0. 103 100. 85
B-Acetoxyisovaleryl- 0.250 1 0.102 6 0. 088 2 0.193 6 103. 20 101. 03 2.91
shikonin 0.2525 0.103 5 0.088 2 0.194 7 103.33
0.248 9 0.102 1 0.079 4 0.184 8 104. 20
0.250 5 0.102 7 0.079 4 0.1822 100. 09
0.250 0 0.102 5 0.097 0 0.197 3 97.69
0.2510 0.102 9 0.097 0 0.197 7 97. 69
Isobutyryl alkannin 0.250 1 0.191 4 0.225 4 0.424 0 103.21 102.76 1.79
0.2525 0.1932 0.225 4 0.424 0 102. 40
0.248 9 0.190 5 0.205 8 0.403 2 103. 35
0.250 5 0.1917 0.205 8 0.396 1 99. 30
0.250 0 0.1913 0.225 4 0.4253 103. 80
0.2510 0.192 1 0.225 4 0.4277 104. 53
B,B’-Dimethylacryl- 1.282 4 1.282 4 1.236 2 2.544 9 102. 13 98. 50 2.80
alkannin 1.294 6 1.294 6 1.236 2 2.543 8 101. 05
1.276 2 1.276 2 1.174 4 2.441 6 99.24
1.284 4 1.284 4 1.174 4 2.4022 95. 18
1.281 8 1.281 8 1.192 0 2.4307 96. 38
1.287 0 1.287 0 1.192 0 2.443 3 97.00
+ 934 .
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2.7 HRNAEENE

S350 HE 5 SR A R ARG 0.5 g,
K% PR, #562. Tjﬁ?ﬁﬂ&ﬁl‘%’{ W R/
Fie 2. 1’Iﬁ‘Téiﬂ§ SR ERE DN R, 43 00 e SR 45 B
53 W TH] ,\,#fr%,ﬁ\Aio f*%ﬂl%% iRk
B, 50 b 5% moh A e B B OR B % = R
0.006% ~ 0.237% . a@%%%? 0.009% ~

K6 SOMEEHEMGEMTLER.

1.759%  J 48 4 B 2 0. 001% ~ 0. 129% ,B-Z. Tk

S SR ERT R 77 0. 002% ~ 0. 625% T T k]

F£T0.011%~0.609% ,B,B"-— B 3P K ik bl =

T 0.016%~ 1. 712% , PELWIAS [F] 4tk U it [] 5

ZEF R IR AE T ) 25 M R AEAE S AN

?‘B’Jﬂ%*ﬁﬁ*ﬁur“ﬁﬁ“f%nﬁ,m’a kit 4]
Hah R

Tab. 6 Content determination results of 50 batches of Arnebiae Radix. %

Sample No. Alkannin Acetylshikonin Deoxyshikonin B-Acetoxyisovalerylshikonin Isobutyryl alkannin B,B'-Dimethylacrylalkannin
7,060 0.01 0.01 0 0. 04 0.01 0.02
7062 0.02 0.05 0.01 0.17 0.09 0.74
7063 0.04 0.28 0.02 0.26 0.19 0.74
7069 0.01 0.27 0 0.01 0.05 0.98
7058 0.01 0.08 0.02 0.17 0.12 1. 66
7C2158 0.04 0.18 0.01 0.25 0.16 0.56
702235 0.03 0.13 0.01 0.15 0.14 0.88
7C2154 0.09 0. 66 0.02 0.22 0.49 0.82
702224 0. 06 0.28 0.01 0.08 0.17 0.38
7C2014 0.05 0.34 0.02 0.29 0.16 0.44
7053 0.11 1.76 0.11 0.18 0.28 0.88
7061 0.02 0. 06 0.01 0.05 0.03 0.14
7044 0. 14 0.4 0.01 0.39 0.54 1.11
7042 0.18 0.25 0.01 0.2 0.35 0.72
7057 0.08 0.42 0.03 0.13 0.1 0.37
7.C47 0.24 0.17 0.02 0. 06 0.18 0.18
768 0.11 0. 68 0.04 0.01 0.16 1.12
7C568B 0.09 1.71 0.13 0.25 0.36 0.83
7C1707 0.03 0.13 0.01 0. 14 0.1 1.01
7C1874 0.05 0.19 0.02 0.13 0.16 0.97
7C1790 0.07 0.51 0.02 0.2 0.24 0.55
195 0.14 0.5 0.02 0.38 0.43 0. 64
197 0.09 0.9 0.02 0.11 0.61 0.89
192 0.07 0.47 0.03 0.63 0.5 0.59
194 0.08 0.22 0.02 0. 04 0.08 0.58
189 0.03 0.16 0.01 0.21 0.12 0.37
193 0.13 1.6 0.11 0.5 0.43 1.1
196 0.11 0.78 0.03 0.28 0.29 0.97
7C70 0.02 0.25 0.01 0.01 0.05 0.93
7C72 0.02 0.7 0.01 0.08 0.17 0.58
7C74 0.05 0.52 0.03 0.24 0.53 0.74
7067 0.01 0.1 0.01 0 0.02 0.37
7C64 0.02 0.07 0.01 0.15 0.09 0.21
7C73 0.1 1. 16 0.04 0.11 0.51 1.11
7.C65 0.01 0.04 0 0.05 0.01 0.07
7.C46 0.05 0.39 0.01 0.08 0.13 0.75
7.C66 0.13 1.19 0.04 0.19 0.37 0.94
7C71 0.02 0.28 0.01 0.02 0.07 0.8
7C1252 0. 06 0.29 0.02 0. 14 0.17 0.49
7C2156 0. 06 0.18 0.01 0.22 0.24 0.62
7C2155 0.05 0.22 0.02 0.05 0.12 0.38
7C1375 0.03 0.11 0.01 0.16 0.1 0.62
7C1869 0.08 0.41 0.03 0.22 0.39 0. 65
7C1871 0.1 0.44 0.03 0.25 0.44 0.74
7C1868 0.07 0. 46 0.02 0.24 0.33 0.57
72159 0.04 0.24 0.02 0.34 0.23 1.71
702222 0.04 0.18 0.02 0.17 0.17 0.63
190 0.01 0.06 0.02 0.32 0.1 1.44
7C52C 0. 06 0.15 0.01 0. 06 0.04 0.16
759 0.03 0.12 0.01 0.16 0.12 0.2
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50 SR REAE AL AT A B i 22 5,6 AN B
AYZEARILIE 3o AFIHEUEY 285 6 A~ i oh & ik 22 57
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Total contents of six components in 48 batches of

Arnebiae Radix

2.9 ERLH

F 453 #r (principal component analysis, PCA)
SR TG W 2 JUAL BRE R AT X 4 Ak B e AR
SRR AT B4, B AR I R, T E
PO 2 S0 B0Hs TR R S W) g 1 S I X )
50 S EEFIRE N A 6 LS MBS EAT T )
I3 B S0 #EAEND 6 R &R A 3 A ST TTHR
4 SPSS21. 0 v, EAT F2 B o343 B , 115 AR OC 2R Bk
AEAEFN T 22 DTHRR AR LK T

RT REBRETO MRSV ER T ZTHE
Tab.7 Characteristic value and variance contribution rate of

the six components from Arnebiae Radix

Principal Characteristic ~ Variance contribution ~ Cumulative variance
component value rate contribution rate

1 3.133 52.215 52.215

2 0. 996 16. 606 68. 821

3 0.910 15.17 83.991

4 0.593 9. 883 93.874

5 0. 309 5.144 99.018

6 0. 059 0.982 100

VAL 6 Bl ¥ 45 0 HEFP AR U SR HOR
FTEER R T ERERER LR SR B-LHA
S EERT R T M B, B R AR R R 7,
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%, LL Agilent 5 TC-Cys O (835 1L, 2 Mis- B 2K
0. 05% W /K WA LS , 30 min PIBREEGERL , K
BUZTT ik e I B R AT R AR R E
PERIFT G 2K . il A2 B T BOR, 3645 3 A
5 RS O A B U H AR, eI X )
ANTFHEUCHE il 8 S B8 B0, RTINS X 3 4> S A A
(ZBEFERR 2 T BT B R) WHE,
T A A0 3t P o 55 s o ) — B o 258 B AR5
JIT ST 1 2245 R i HPLC 500 5 7145 801813 43
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