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ME:-BH RIABTREAAFTREFEFTE RKRAFEEH(TLC) R A T 69 1,7 - =#4K - 3,8 - = F AIARLIASAT T
KA KA BHRORADEE(HPLC) :EM T A ey B2 KEXE X 1,7 - =4 -3,8 - ZFAASEN A, €354 % Waters SunFire C, 4
(250 mm X 4. 6 mm,5 wm) , A FA8 A FEE - 0. 05 %Hpds K ik (B ML) Ak A 1.0 mL/ min, %0 5% K 4 254 nm, 48 4 30 C,
HHEFH 0L ER 1,7- Z4K -3,8- Z WAL TLC B 5 AW, 5 BESH, MREBA TR SHF KEEF 1,7 -
—5k 3,8 - —WRLAMER FRES A 0.0205~0.409 6 mg/ mL.0.0056~0. 111 6 mg/ mL.0. 001 5~0.030 0 mg/ mL & F
A5 M¥e@AREIE £ A RAF A AR E LRI RSD 390 T 1. 0%; T3 At w5 451 4 98. 24%,98. 11%,97. 88% ,RSD
2 A 0.88%,0.93%,1.54%(n = 6) E5I®  ZA HBMEAR LREH ELBIT, TR T RETRG TN,
XA AT HE; RS R; SRMEEE; 1,7 - 8k -3,8- ZFALwEGARE L S5 F

Improvement of Quality Standard of Bianlei Granules

SHI Chunlan,LIU Xueliang,YU Yaqiong ,CHEN Peng,NIAN Yongqi, WANG Yongjing ,HAN Dabin,LIU Haiging
(Qinghai Center for Drug Evaluation and Inspection,Xining.,Qinghai,China  810007)

Abstract: Objective Thin - layer chromatography (TLC)
method was used to identify 1,7 — dihydroxy — 3,8 - dimethoxyxanthone in the preparation qualitatively. The high — performance

To improve the existing quality standard of Bianlei Granules. Methods

liquid chromatography (HPLC) method was used to determine the contents of sweroside, luteolin and 1,7 - dihydroxy — 3,8 —
dimethoxyxanthone in the preparation;the chromatographic column was Waters SunFire C, column (250 mm X 4.6 mm,5 um),the
mobile phase was methanol — 0.05% phosphoric acid aqueous solution (gradient elution) ,the flow rate was 1.0 mL / min, the

The TLC

chromatograms of 1,7 — dihydroxy — 3,8 - dimethoxyxanthone showed clear spots,high resolution,and no interference from the negative

detection wavelength was 254 nm, the column temperature was 30 °C,and the injection volume was 10 pL. Results

reference. The linear ranges of sweroside,luteolin and 1,7 — dihydroxy — 3,8 - dimethoxyxanthone were 0.020 5 - 0.409 6 mg/ mL,
0.005 6 = 0.111 6 mg / mL,0.001 5 - 0.030 0 mg / mL respectively. The RSDs of precision, stability and repeatability were all
lower than 1.0%. The average recovery rates of sweroside, luteolin and 1,7 - dihydroxy — 3,8 — dimethoxyxanthone were 98.24%,
98.11%, 97. 88%, with RSDs of 0.88%,0.93%, 1.54% respectively (n = 6). Conclusion

repeatable,which can be used for the quality control of Bianlei Granules.

This method is simple, accurate and

Key words:Bianlei Granules; TLC;HPLC;1,7 - dihydroxy — 3,8 — dimethoxyxanthone;luteolin;sweroside
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ARG T AN R 5 DL AR AL s RE I G T )2 A L R
JE GF sy 2R (75 S M AL T A BN FD) 5 HY B R 3
Ryt 2, A iR 38 R o B 25 K kR Atk 18 A
WX IR RE T H AW AT HIE  M&EETAZ
s F PP AZ AT PO X AT 240 5 R I o
2 FHESER
2.1 TLC %307~

A3 S HE VR e 5 UKL i 451 e, B E RN
KWL 4 o, 7 78 2 HLIEHEIE P, Jin Y 50 mL, 75
(T 350 W, 41 % 35 kHz) &b 28 30 min, 382, K78
T BRI N 2 mL PR A L AR O R A R S L
7 - RS - 3,8 — SR Ik R A A, ) o R R
B 1 mL 3 1 mg B X RE G VAT 44 J 75 0K AR T B T
0T A T e A B4 BRI A A O R A A TR R T
P B Yol B 5 R o BB 2 ot 7 X HR 2 64 4 g, i Y
25 mL, H 75 ()2 350 W, 45 %% 35 kHz) &b 2 30 min, 3§
it KR ZE T BRI 2 ml B EEAE VA A, 4 R X B 25 44
VSR o #52 2020 4T pig € H 6] 24 L (U5 ) )38 D) 0502 2 €2
Tk W E RIS S WL, 20 B S T E — R G2
B b, LLECHE - SR O BE - VKRR (8:1.5:0.25,V/
VI V) RRFEF, I BUE B WL 1% =& bR
MEIR W, 105 CTR BB o ob, &5 M8 (365 nm) T
o A0 o 235 SR 0T BT AT (8 15 v, A S R VS VRt i A
IR AA= R T i 2 = N AL 0 i w7 N N

L PR SGBER 2. SFREMER  3-5,7-8. BHXABER
6. MRS IR IR
E1 #HEREEE
1. Negative reference solution 2. Reference medicinal solution
3 - 5,7 — 8.Test solution 6. Reference solution

Fig.1 TLC chromatograms

2.2 RENE
2.2.1 BiELAH

3% H: : Waters SunFire Cig #E (250 mm X 4. 6 mm,
5 wm) ;i shAH : FHEE(A) - 0. 05 %W KW (B) , B
BE ¥ B (0~5 min B 20%A — 25%A, 5~7 min i}
25%A, 7~ 30 min B} 25%A — 55%A, 30 ~35 min A}
55%A — 90%A) ; ik : 1. 0 mL / min; K7 K : 254 nm;
IR 230 °C; BEAEE 10 L0150,
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2.2.2 WERHE &

TR 5 T Ul T W < IR 24 6 B 8. 10 mg, AR
RIS, 71 mg, 1,7 - 523k - 3,8 — —HI 4 Kl
TR HE G 7. 81 mg AEBEFRAE , 4351 10,10,50 mL 7252
N R S RO A 2 L BT A SR BRI T 5 43 1B
5,2,2 mL, B [[l—20 mLZ s, In i s i ot e 25 4
A, B2 KRR R 1,7 - R -3,8- “HIK
S R H94 3514 0. 201 0,0. 056 6,0. 015 0 mg / mL
FRITRE A o R S A TR
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3.1,7 - Dihydroxy - 3,8 -

dimethoxyxanthone

1. Sweroside 2. Luteolin

A. Mixed reference solution B. Test solution C. Negative
reference solution

Fig.2 HPLC chromatograms
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LMK RFEE P HBOCY 2 ORBRR 1,7 -
FRAL - 3,8 — HI A ST IR 41. 26,14. 08,7. 81 mg,
KRR AE 0 ) o H i e ) R Y 24 1 o VR R Oy
%) 9 0.020 5, 0.041 0, 0.102 4, 0.204 8, 0.307 2,
0. 409 6 mg/ mL, REEFIZ /355 0. 005 6,0. 011 2,0. 027
9,0.0558,0.083 7,0.111 6 mg/ mL, 1,7 - — 5K -
3,8 — HI S FEnlER 4351k 0. 001 5,0. 003 0,0. 007 5,
0.0150,0. 022 5,0. 030 0 mg / mL Y 2 5IR 4% I8 5 7
W, ¥ 2. 20 VIR (3 S5 A R , DA 0 B 4 Jo o
W BE (X, mg / mL) A AL bR DT (V) A ALAR T T2
PEENE A5 11 H 07 &, 24251 Y, = 13 095 403. 87X, +
54113.68(r=0.999 6) AFEEZEK Y, = 25617 524. 61X, +
2368.70(r=0.9998),1,7 - ¥ % - 3,8 -
W R Rl B A Y, = 67 491 848. 93X, — 2 666. 99
(r=0.9997) A5 RFW Y25 H KBRER 1,7- 8%
- 3,8 — S ERnR B A Tk BE 43 i E 0. 020 5 ~
0.409 6 mg/ mL.0.005 6 ~0. 111 6 mg/ mL.0. 001 5 ~
0. 030 0 mg / mL yE[Bl P 5 W TR FRER PEOC R R AT

255 B e < G 2% W TR A5 %o Lt O i (O 8
2 MGIF 1,7 - L - 3,8 — AR L R R vk
43514 0. 056 6,0. 201 0,0. 015 0 mg/ mL) 10 pL, %
2. 20 VIR (38 25 A i B2 RE I A2 6 YK, T S DA T AR 45
RUZh4F OKRBRLER 1,7 - R - 3,8 - ZH A K
i) g Y- 123 0 TED AR RSD 435314 0. 26%, 0. 16%, 0. 27%
(n=6), BRI LRI

R M B 2. 2. 2 0 A S G i, 4300l
TR TE0,2,8,16,24 hiFf4% 2. 2. 130 N (a8 553
FEIGE 0 R T AR 4 SR Y 2 R R (1,7 - 8
- 3,8 — —HI A Ll 04 0% AR Y RSD 43 BN
0.22%,0.04%,0.79% (n = 5) , & W HER 5 A TR AE %5 1R
TCE 24 h NFEEARTEE

A M  HURE A (L5 190702)6 43, 46 2. 2. 205
TR A A A, $ 2. 2. 10T (a3 SRR
FE LSRR, IR S A R YA ORERL R
1,7 - 35 - 3,8 — — S Sknli - 35 & & 4 il o0
8.30,1.06,0.74 mg/ g, RSD 43 5] 4 1.06%, 0. 42%),
0.92%(n =6) , KW L EEERLF .

JRE [l i3t 565 - BRORE 5 (44524 190702) 0.5 ¢,
WF A, RG % FR o, B 6 1y, B HEIR R, 343 BIKS 2 in
A 2.2.2 300 24 25 4 %5 B8 % (0. 819 2 mg / mL)
5.0 mL, A JR 53 6 B ¥ W (0,558 1 mg / mL)
1.OmL, 1,7 - — 33 - 3,8 — — H 4 Kenl i %t 18 5
VW (0. 150 0 mg / mL)2. 5 mL, $%2. 2. 230 F )yl fit
AR, #5222, 1I0T 0335 2% 1 AR 0 2 , 10 S e T

F1 MENKRELER(n=6)

Tab.1 Results of the recovery test (n =6)

Bilksy REE) HahEg) bAE(ng) MEEme =RE%) X% RSD%)

A 0.5012 4.1600 4.09%0 8.1612 97.69
0.4902 4.0087 4.09%0 8.1349 99.27
0.4996 4.1467 4.090 8.1406 97.51

9%8.24 0.8
0.5076 42131 4.090 8.2217 97.87
0.508 4 42197 4.0049 8.2906 99.41
0.5004 41933 4.090 8.1560 91.72
B 0.5012 0.5313 0.5581 1.080 1 98.34
0.4902 0.5196 0.5581 1.0702 98.65
0.4996 0.5296 0.5581 1.0805 98.71
9.1 0.9
0.5076 0.5381 0.5581 1.0855 98.09
0.5084 0.5389 0.5581 1.0764 %.31
0.5004 0.5304 0.5581 1.080 4 98. 54
C 0.5012 0.3709 0.3750 0.7413 98.78
0.4902 0.3627 0.3750 0.7326 98.63
0.4996 0.3697 0.3750 0.7357 97.60
97.87 L4

0.5076 0.3756 0.3750 0.7421 91.73
0.5084 0.3762 0.3750 0.7489 99.38
0.5004 0.3703 0.3750 0.7270 95.12

EAALLF BAKEEL CHL,T - =FK - 3,8 -
=P AR ER R 2R,
Note: A refers to sweroside, B refers to luteolin, and C refers to

1,7 - dihydroxy — 3,8 — dimethoxyxanthone (for Tab.1 - 2).
B IF R ISR AR LR 1.
2.2.4 FHEENE

WS HLRE A A2 0.5 o NG BFRE 4% 2. 2. 25T R 7
T A B R, PR 2. 2. 1 TR € R 1 A
E DR O IR A SR AR WK 2,

R2 HEmARENELER(n=3)

Tab.2 Results of content determination of three components in

samples (n =3)

A B C
M iy %) SEgly R0G AEmly RO
190702 8.30 1.01 1.06 0.63 0.74 0.96
190703 8.44 1.52 111 1.06 0.74 .13
190704 8.35 0.89 1.09 0.90 0.74 0.57
191002 8.38 1.01 1.07 0.77 0.73 1.04
191003 8.41 1.52 1.06 0.84 0.76 0.97
3 iFig

3.1 IEtRm LR

il 770 41 7 24 44 o S A R 2 B 2 il 2 fh
HW, e 1,7 - T - 3,8 - HU S IR AR R A
FARY G S E R nE SRR R A Y B
A PUm S, R R R AP
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TEVEF, 1,7 - 83k - 3,8 — —H & 3Ll B A P
PR -220 RE SRR BAT PR Mbi AR A8 WA 2 24
54 RS BRI RE IR, 22l Bk 4 Mol T T
P ERIIA,EEREN T 1,7 - RE-3,8- " HE
FEmNER Y TLC %) 73k s IRl sy T 1,7 - 3k -
3,8 — WA R MR KR R B R R 25 4 S Y
HPLC ¥,
3.2 TLC (316 &4
TLC 2 IR FE i R v, S X AS [R] B OGR4 ) B2 0 74
(HBE . OBE K $E B0 L GRS LI 2R , SRS
] (20,30,40 min) , IR [ PR O LE - LR L HE - W2
(8:9:0.5) IEC k¢ — LR TR — VKESER(8:9:0.2) \IF
Okt - CBROHE - HiR(12:13.5:1.5) B - 2R L
fif — AR (5:4:1) WK - ZR LHg - Wl - HER(10:
6:1:0.7) =AM b - HEE - HR(7:2:0.5) . =& H
Bt — HEE - 7K (15:5:1.5) , LB o RFR L |, A [ 7
AR (REE G RN IR GF sy W EM) AT T HEE AR
P B RUR B B ASs R A& E T ARRE
B it T B 7 1 RN 2 B SR R SR i SR R AR
O3S R AT, BE AT T, A PR
3.3 HmEENERNAZX
T 50 v A T R 75 R ] A B B X6 3 S i i
SRR, 5 R TC B 2 22 5, HoTE T, i
TEREE PR LA T A R B B 35 (K H B . 70% &4
B 95% LT =@ e ) , 42 Bt A (20, 30, 40 min) 11
PEHUER (25,50 mL) XT3 FiAE I Bl o 46 B ) 5, e ¢
o T AR iy ot o VR 48 ik o I K 2 vl
B R E MR R BN, RS PR KAk A
77 WA IR 5 HERE S B I g5 R AR, Ul AR
PN AE SRR R 7 TS A T T AT
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ARG ST A U853 Y TLC 8 M 5 500 07 vk
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