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B G K TLC H L8 &AW, 5 R MRE BB, MBS RBATH, AREBREL LB LEEFHMH HEIFHETE 7496 ~
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Abstract: Objective To improve the quality standard of Anchang Capsules. Methods Thin — layer chromatography(TLC) method was
used for the qualitative identification of Astragali Radix, Pulsatillae Radix, Psoraleae Fructus and Atractylodis Macrocephalae Rhizoma in
Anchang Capsules,and to check the limit of aconitine. High — performance liquid chromatography(HPLC) method was used for the con-
tent determination of calycosin — 7 — glucoside in Anchang Capsules, the chromatographic column was Shim - pack GIST Cis column
(250 mm x4.6 mm,5 wm),the mobile phase was acetonitrile —0. 1% phosphoric acid aqueous solution (gradient elution) ,the flow rate
was 1.0 mL/min,the detection wavelength was 260 nm,the column temperature was 30 °C ,and the injection volume was 10 L.
Results The TLC characteristic spots of Astragali Radix, Pulsatillae Radix, Psoraleae Fructus and Atractylodis Macrocephalae Rhizoma
were clear and well separated from the impurity spots, the negative sample had no interference, and aconitine was not detected by
TLC. Calycosin — 7 — glucoside showed a good linear relationship in the range of 74.96 —262.23 ng (R*=1.000 0, n=6).The RSDs
of precision, stability and repeatability tests were less than 2.0% (n=6). The average recovery of calycosin —7 — glucoside was 97. 86%
with an RSD of 1.47% (n=6). Conclusion The established method is simple,rapid,accurate and reliable, has strong specificity, good
repeatability and stability, which can more comprehensively control the quality of Anchang Capsules.

Key words: Anchang Capsules; TLC; HPLC; calycosin — 7 — glucoside ; quality standard
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1% ZAABRERVE R 2 IR, % 20 mL, 7 K 00KIK, &
JEIE T B 5 FHOE T B4R RO K I MR I 2 UK, 4% 20 mL
Fr R FET AR PR B IE T B, AR A I 1 mL fof
VES A , VA A ot VS VAR o B FH ) Rt o HY IR g
JRR A A 1 mg/mL A 8 S TR FRAL T T FRER
B S 1 AR 2R, T A R B B A L B S g, [
ALt VA VR T 5 T 3 ) % TR P B P KT R VS VR K
I R A 4 L, K TR — R G )2 R
B UCRCTG - =AW ke - HEE - K(8:4:5:2,V/
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PEXT BTG T i I DL 1
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1 2 3 4 5 1 2 3 4 5
A B

1 -3, B3 i ik (B 5 2 51 A4 20200326, 20200608, 20200923 )
4. FRRER 5. MHEFRRIER
A AARE A 55% (7 F A) B, AAEREA 57% (] K B)
B1 EXHEEIEE
1 - 3. Test solution(batch No. :20200326,20200608,20200923 )
4. reference solution 5. negative reference solution
A. The relative humidity is 55% (manufacturer A)
B. The relative humidity is 57% (manufacturer B)

Fig. 1 TLC chromatograms of Astragali Radix
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TG B FE R N 2 mg/ mL B0 BB VA TR L H b Ty
T EFRICE A AR B FEAR 28, Tl A5 Bhorb B B B B PERE
it 5 g, () A ot V2 R 5 T 1 A kb B i 1% B
HEP VS VAR o M 5 VR Bt VS VR BAPE R A 45 8 L,
XF BRI 2 L AR Tl — ki G 2R I, AR
Cbt - ZBRCEE(4: 1, V/ V) NEIFH, T 30 C FJEITF
8 cm, B, BT, BELL 10% SR ALED H BV i, B 00
H(365 nm) AT R AR o HE K W T o, 78 5 0 R
VA TR0 T AH 7 57 B S A R B P 9 R B, B L
EIE A, BT BETC T4 i I WL IED 3

IR BURE R N 259 5 o, FIA L (30 ~ 60 °C) 4R
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A B
1-3. AR Sk (35 2 3 4 20200326,20200608 , 20200923 )
4, AR SeER 5. TR SRIERR
A AAXTIRES 46% ()7 F A) B, ARAREA 52% ()7 B)
B2 Bi$HEEILHE
1 - 3. test solution(batch No. : 20200326,20200608, 20200923 )
4. reference solution 5. negative reference solution
A. The relative humidity is 46% (manufacturer A)
B. The relative humidity is 52% (manufacturer B)
Fig.2 TLC chromatograms of Pulsatillae Radix

1 2 3 4 5 1 2 3 4 5
A B
1-3. XS (35 5 5 A 20200326,20200608 , 20200923 )

4. MBI 5.0 PR R IER
A AAXTIRES 41% (7K A) B, ARAREA 45% ()7 % B)
B3 #BEIFEEERIEE
1 - 3. test solution(batch No. : 20200326,20200608, 20200923 )
4. reference solution 5. negative reference solution
A. The relative humidity is 41% (manufacturer A)
B. The relative humidity is 45% (manufacturer B)

Fig.3 TLC chromatograms of Psoraleae Fructus

PEPEHL 2 K, 45 30 mL, & ISR HU , #5 T, sk i i
P 1 mL (A7 A AR VA T B AR X IR 287 2 ¢,
HIIE E %8 20 mL, A AL P15 min, 524, UE , DB W 4%
T, BRI IE OGS 1 mL A VR X B2 AV R %
b5 T2 RREUER AR LA 25, il 28 i (AR 08 B A
at, B 5 g, R A gt ol s VA A T 1 ol % i R 1 B
A X A T o 2 O BB A T B A A TR A
8 WL, X HEZG M A 10 o, AR UGS T ] —E I GFass T
JEAR b A AR R L DA A T (60 ~ 90 °C) - TR TR
(5:2, V/ V) RIBFFH, T 30 C T JBHF 8 cm, HUH , B8 T,
B ERAME (254 nm) AT F AL B AR S o, A2 SR
FE 24 R V5 € 3 R 7 57 I 38 A ) 3 1 e Y R K

1 2 3 4 5 1 2 3 4 5
A B
1 -3, AR ik (35 4 3 % 20200326,20200608 , 20200923 )
4. BB ER 5. WA RSER
A AR 65% (7K A) B, ABATREA 60% (J7F B)
B4 BRAEERRIEER
1 3. test solution(batch No. :20200326,20200608 20200923 )
4. reference medicinal material solution 5. negative reference solution
A. The relative humidity is 65% (manufacturer A)
B. The relative humidity is 60% (manufacturer B)
Fig.4 TLC chromatograms of Atractylodis Macrocephalae Rhizoma
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PEWIET RN A BE 0. 5 mL AR 1 AR A
VAU o T S UL g 750 A A % R o e, i S TS R - —
SHRE (L1, v/ V)IRA W BT YR EE ) 1 mg/mL
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FHEE(64:36: 10, V/V/ V) HEIFH, BRZE P Wi
120 min FYJEIFELN,30 °C FJEIF 8 em, BUH , BT,
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B 5 0 BE R VA VR G P B RS R BIMK YR
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2.2.1 siELAH

{6,354 : Shim — pack GIST Cis £ (250 mm x 4. 6 mm,
5 pwm) ;Wi Eh A S5 (A) - 0. 19% BEER K VAW (B) , BB )&
VEWE (L W3R 1) 3 338 1. 0 mL/min; AE 1R : 30 C ;6
M 2260 nm; PEFEE: 10 Lo
2.2.2  HEHHE

IR SIS N ) 5 o, W BEPRE , & R 22D
W RS OB B 50 mL, FR g R #E 5 ALFE 30 min,
B OV B I, FH AR RN R D8R B T i, FR 510
o UEVRAE T, BRI N R R A, S5 RS 2 10 mL AR
o 2L S, AL E AR (0. 22 pum) JE 2T, B
A5 A VA TR o T 2 S A 0 2 T 0T TR o K
BERRE N ] B VR BE R 18. 74 g/ mL X iR
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1 2 3 4 1 2 3 4
A B
1-3. X &k (35 2 3 4 20200326,20200608 ,20200923)
4. 3R RIER

A AR EA 50% (7K A) B, MAIRIEHN 53% (] K B)
Bs5 SimEERetE
1 = 3. test solution(batch No. :20200326,20200608 20200923 )
4. reference solution
A. The relative humidity is 50% (manufacturer A)
B. The relative humidity is 53% (manufacturer B)

Fig.5 TLC chromatograms of aconitine

F1 REEHBERRER (%)

Tab.1 Gradient elution program of mobile phase(% )

i 1] AR A AEAR B
0 ~ 10 min 15 85
10 ~ 25 min 30 70
25 ~ 35 min 15 85

RV TR o FE AL T7 T2 RR IR B () LR 2 A T A R
FERBIPEAE B S o, [ Attt V5 V) 8 1 ol 4 B PE
Xof JE A
2.2.3 FHEEFE

LR M B 2. 2. 2 TR X BE A R T
T BT B R AR AS S o, e 2. 20 1 TR g Sk R e
FEIE 0 st i 1] o 25 SRl S VA s 1 v T'ﬁ%
S T T 2 X R VR TR ) O B B ) A A
AEIR €2 e B, LA X R TG 4 . B A R i B A
S 3 2 B U T TR T 3 000, i I UL 6.

18. 508 100

LM R H R R E R 2. 2.2 TR 4 B T
4,6,8,10,12,14 WL, 4% 2. 2. 1 T F {0 3% S E g0 REN 52
LB 8 57 B A A 0 T I 2R R (X, ng) B AR AR 04
AL CY) R P As bR E AT 2 M 10 5, 75 WL 5 FE Y =
3452.23X+95.5117(R*=1.0000, n=6) .45 R0,
B S B A A T AR L TE 74, 96 ~ 262. 36 ng [
N BT ARG T e &R R AT

8 B0 < B 2. 2.2 T T R R A OBl it ok
H 18,74 wg/mL)IE 3% 2. 2. 1 T T (435 5k R Skt
PRI ZE 6 W o 45 5 6 8 5 0 TR 8] 4 0 1 04 D AR RSD
H0.13% (n=6) , FRHLINE 5 R AT

R P - B R]—dtt (520 20200608 ) iy, 4
Pl A A W, i T EIR N RE 0,2,4,8,12,
24 h W% 2.2 1 WUR kAR AR I E (S5 R B R
B A A I T ALY RSD M 0.31% (n=6), Wit
A TRE IR TR 24 h R EME R AT,

T RIS BUR —3It (A5 R 20200608 ) F i Y
FYE g R AT A A W 6 1y, R 2. 2.1 30
T AOGE SRR R O SR AL, T RS AR E
6 S5 VR T A AT Y 508 31,94 ng/g, RSD A
0.75% (n=6) , KM IEEZ M R

IR el B - S N  E  E —E (HE S
20200608 ) £ & N 25 38 1 ORG % RoE, dk 6 iy, 4%
2.2, 2 WUR 5 il A Al W 1 mL, 43 A 2 A BT
N 18, 74 wg/mL 119 B 5 S B R A 2 WL 6T R
WA 1 mL, A IR R, 4% 2. 2.1 T 5
SRAFHEAEINE  THA RIS R B R L 2,

2.2.4 HEAEBINE

B 6 #5435 20190815,20191122,20200108,
20200326,20200608 , 20200923) &£ & , 44 2.2. 2 W~ 77
W A BRI BRI, T 2. 2. 1 TR 3% A h HERE I 2
FETHR S o 25 A T 8 S T A AR O

U/mV
150

125

75
50

25

U/mV U/mV
150 150
125 125
100 1 100

18.356

75 75
50 50

25 25 J
0 1/ min 0

2

t/min

0

30 0 5 10 15 20 25 30 0
B

1. BBFFEH H 50
A SRR B HESER C AETR&ER
Eo6 ETRMHRBRSTREERIEE
1. calycosin — 7 — glucoside
A. Reference solution B. Test solution C. Negative reference solution

Fig.1 HPLC chromatograms of the specificity test
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F2 MEEREER(n=6)

Tab.2 Results of the recovery test(n =6)

HasE(ng) wAZ(ug) WNEE(e) =kE@) X(%)  RSD(%)
16.52 18.74 35.02 98.72
16.23 18.74 34.79 99. 04
16.23 18.74 34.29 96.37
97. 86 1.47
16. 44 18.74 34. 66 97.23
16.42 18.74 35.08 99.57
16. 43 18.74 34.46 96.21

31.58 pg/g, RSD 7 1.97% (n=6),
3 g
3.1 IERMERSIERE

LN e Ty b, BRI A A, O 25,2020 4R R
v EE 2 i (—350)) S P P00 B R , SR R AN B A 57 7
PRI A 2 W Ry 2 S S i s o 1T 2 S R PR T SR AR A
Wl LA S ) 2 A A AR AR M A A T R
3.2 TLC &#i%#F

B : LB HU O FR bR e o0 AT PR L R
F 2020 47 A [ 24 i (—350) )10 i Dk 4 i e 3t
Tl VA VR (T T S TP AR, R A 0 B B A 2 S T
TRAAN IE T B 2 B, DABRAE T R R %, 25 B 2% T A
g3, B B T B a4 R BE SN T, 2 B FE AT, Bk
X HRTC T4 o

FI Sk 5 2 ok 2020 4F RzCHA [ 25 31 (—358) ) T e iy
T3k B i AR VU S T ST R B
JEE 2, HOM I A WBE S B (R K o th F 3k &
F B R = A AR R K, W K Y I
TR AR, FoR R A TR - VKSR - /K EeA]
4:1:2(V/V/VTEHEER 6:2: 1(V/V/ V), iR
1%, DA BR IR BB, R RS B o B o 45 SR B RV i, 43
BN, LU H, BIPEXT B TS T4

Bt < 5 R B R SR, SR 2020 AF i K 1 24
B () ) PRI R TLC 3 6 2 1 Sk Al i B 6, ok
B S R T80 A A ok REB B Sk %of B, 485 SR A
VA €0 A A HE 5 Sk LR TR A e, R R A 1 R 1
M4,
3.3 HPLC £#4i&#F

EJEFE PR G 5 Waters \ Agilent SEANA] ] K
a3, % Bt Shim — pack GIST Cis # (250 mm x
4.6 mm,5 pwm) 53 BRI, BRI

TSIAHIE R BB O - K O - 0. 1% VKSR
VWO -0.1% WIRTE W . O - 0. 1% B2 KI5 1)
4 NIRRT G R L N - K MR SRR, 15T

AXFR, A I RIS s LACHE - 0. 1% UKEE BRI WM i 31

FHET , FEL R B3R A CIE - 0. 1% W RIS W R i sl A

I, € g A RSO /b L B RREAIR s LA - 0. 19% B IR

IR BRI, B FAR , (035 0 0 22 HL 0 1 L

1R, WE T 0 R o B IE B I — 0. 1% Bl R 7K 5 1 R T 3

AH o [R) I 25 5 378 Sl AR 2 Uk LU 1], 4 2R e X 2. 2. 1 30

VR RR I €0 e DR B N TR)E R, R B ORT

15, BB HR BT & 20K .

AT T T A T R R EAEOK (50% W
80% Mt | P 4 Fp B2 S 700180, 45 51 DA PR st hy £ s
FNBE I H bR o & i deey , S BOSOR fe i, MO
Mt 55 T AL G A 3 2 BRI vk A5 2 Fib
PR B bR o & B AR IR IE R e 4 5
ISARAE By 7 P, PR A SR I 48 T 30,60,90 min
3 PRI E] 25 R AR E 30 min B 42T $EEHUSE 4, T
VEPESZIUR [A] 2 30 min,,

R it B i 0 A VA A <l TR R B AR R R
B, AGEHTIE 1 AR 6 LU AR S E AT & e |, 45
R B S B R A e W 10 S L S B, R
JE ABABEFE HREA AN 2, ME R 3T 5 s v rp
I E PR R 5 AT 2 s 18 S AR
YA [l R AR AR
3.4 FHiEEM

ABIF S rp ST 7 5 1R A PR, 25 R ]
S5, LR, H A RIRR A P B, RE S A T M A
I BT
S % 3Lk
(1] BRI, SDTF FIFEAEF . EHRESTRETHELED

Fls R BALEJ]. @ P E2,1997,20(5):7 - 11.

[2] H 33k, 70 B . M EE 7 XIS H K RIE A b
SRt 1T]. B E,2009,30 (3] ) 52 - 59.

[3] M #,FR 5, 45 . I A RS F RS4RI A
% [J1. B2 ,2020,29(15):70 - 73.

[4] & 46,3043, THKW . G RPFSHN P L2 6K 4%
BEEEER )], P EFR,2012,27(3):343 - 344,

[SIARH/ERE . PEAREFBHE(—F) [M]. LT
F & & 25 A0 R4, 2020:315 - 316.

[6] RAT#, 8, B A, 5. RE,BLLTGLFTLHH
How[J]. S BAF R FR,2011,25(5) :42 - 46.

[71 £ ®,x #,% &,% . HPLC i R &0 T &0 F i
LEFHWF ARFAERRG S]] PRRAERDES,
2020,29(15):36 - 39.

[8] = E %, F@af LA K., 5 . HPLC % B Bl 52 A K48 7 kA
7 AR A AR (T]. Bk A& ,2020,35(6):823 - 826.

(ki F - 2021 - 01 — 145 4& 101 H $51:2021 - 06 - 21)

73



