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WE:BN cEEMEBER EAREFTE RN EEH(TLC) kx4l 4 b ey 35 5 ok i (RF T AT 250, KR & a0r e &
(HPLC) 3l & Hl P 5 K FFAREHEZ R X kA KFH L5060 TLC 8k 58 & A0, 9 8 JE4F, & Bk s
BAFH; HEF KREERAKREH R ERE LA 10.36 ~82.88 pg/mL(r=0.999 9).3.350 ~26. 80 wg/mL(r=0.999 9).3. 354 ~
26. 830 pg/mL(r=0.999 9)5E B W L5 @ AR &Kt X R RAF, T3 mAf w5 551 A 98. 87% ,97. 42% ,98.91% , RSD %%\ % 1.23% ,

1.08% ,1.27% (n=6) £51® & k4R MR AL ZH SR T, TH TEREFAG R T4,
EEA AR R Gk SRURME Sk SR AR
thE 4 25 :R932; R284. 1;R286. 0 M HRFRIRAD: A
Study on the Quality Standard for Xingnao Granules
JIANG Yan, MA Dongyun
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( Lianyungang Food and Drug Control Center, Lianyungang , Jiangsu, China  222006)

Abstract: Objective To improve the quality standard for Xingnao Granules. Methods Radix scutellariae, Borneolum syntheticum , Rheum
officinale and Radix scrophulariae in the preparation were qualitatively identified by thin layer chromatography(TLC). The contents of
baicalin, emodin and chrysophanol in the preparation were determined by high performance liquid chromatography (HPLC). Results TLC
spots of Radix scutellariae, Borneolum syntheticum , Rheum officinale and Radix scrophulariae in the preparation were clear,the separation
degree was good, the specificity was strong, and were negative without interference. Baicalin, emodin, and chrysophanol had good linear
relationships in the range of 10.36 —82.88 pg/mL(r=0.999 9),3.350 -26.80 ng/mL(r=0.999 9),and 3.354 -26.830 pg/mL
(r=0.999 9),respectively; the average recoveries were 98.87% ,97.42% ,and 98.91% ,and the RSDs were 1.23% ,1.08% ,1.27%
(n=6). Conclusion This method is simple,accurate,and reliable,and can be used for the quality control of Xingnao Granules.
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TRl SR Ry VL 548 T 2 s T P I I 1) B B il
A, FZ R A AEW R LS S AR
FAT KR AR 2Ly I IR AT X CR IR ) &
PRI XU JCHE T35 25 BT S0 B R MR SEANIE 5 Wi
F UL TR £ b 24 W B Ly B ML il 0 s v )1
AR WF T o SR FH 2 (05 (TLC) ¥ % ) 30 o iy o %% L vk
AR X ST A 0T R R RO A £ i
(HPLC)ZAI i 77 Hh 3 554 R R R & /e,
HE s flie 2% BHEmn T,
1 UE5RH
1.1 %=8

Agilent 1260 7 &5 208 A (035X (32 E L HEIR BHE
A BRZA ) s BP211D HIHL 74347 K- (A6 5 58 2 F i K
SEABRAFE L, T4 2 —) 5 KQ - 500TDB B = k5% i
PP VR (R T P AR A BR A /], TRk 120 W 3
A 40 kHz) ; Linomat W2 S A (B £ RIGA D o
1.2 W%

S AE N B (315 110715 - 201720, 46 K

93.5% ), UK F % BE S (HES R 110743 - 200905, 21 K
98. 0% ) , Wy Bk 6 HE A (L5 111730 - 201106, 48
JEN 96. 0% ), KHEZ % B i (L4528 110756 - 201512,
4l N 98. 7% ), K H I xRS (HE 45 o 110796 -
201621, 4l i k1 99.2% ), K & Xt B 25 ¢ (it 5 H
120902 - 201010) , 40 [ v [ £ i 245 ks 0T 5 B 5 1
A SO (VL 548 7 2 s i o s B o 390 22 8 o, 4164543001
4 20180319,20180110,20180523) ; £ Jii§ . HY My £0,41%
afi, KA,
2 HEEHR
2.1 TLC X3

B HURE S L BRI 4 o, I EE 15 mL,
7 AL BE 30 min, JEAT, PRI ZE T, BRI 0 EE 1 mL fiff
VA A A Attt VA VAR o g B 5 o) B, o P I
I mL & 1 mg PV, VE % Bl T 0 o BB PR A
4 g, [R5 i 25 I P X R ot V5 AR o 2 W 3R 3 i
% 6 wL, 73 S TRl — I G 2R L, L O R O -
HER - KOO :1:1, V/V/V)NEIFH, BT, B B

FE—1EE £, RF AR, S TP HIT RS @ h S o, (8 F154)2733810315@ qq. com,

CEEEE: D AR,

B LORFAM, TG BRI E A PG et (LTI )05181yg@ sian. com,
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1. B RER 2-4. BRARBER
A, X% B kA
A1
T BT 2% = FAER S A sV VR g T
55 06T HER A R T L 7 I S A ) P B PR
XFHERTE T4 TEULIE 1 A

VKR BUORE S OE i, RAE L B 0.3 g, A i ik
(30 ~60 °C )5 mL, HA LB 10 min, 3833, BOERAFE N
PR T o o5 BUK R Xt BRI il k(30 ~ 60 °C) il
BUEE 1 mL &1 mg (HE IR, VR AR BRI BB A
i 0.3 g AGBEFRE , 2 A T A T 4 7 3k 5 B
TRt V5 AR o 8 WO PO B R TS UK 5 L AR IR T TR A B
PEXS B AS 15 pL, 4300 o T IRl — RS G )2 R
b RS IR RO B BT WL 5% A
B AR R VA TR, E 100 °COIN AR ZE B o I €00 5 b7 o 113K
W AT 76 55 0T BRI A T A N A b I AH W] 2
B, , BT REJE T4 R ILIE 1 B,

R JURE i i, BFA, B2 2 o, I B 20 mL,
R AL 15 min, P8I, PRI ZE T, AR MK 10 mL f#1E
fif, FENER BRI 1 mL, B /KIS N E 30 min, 37 B
L, CEHRFEFR L 2 K, IR 10 mL, 5 IF QBRI , 75
T, 5k i =@ BE 1 mL R, VR A s )
WU BT BRZGAE 0. 1 g, [ B00T B 25 4 1 R o B Pk
FEfh 2 g, [T i R 1 Xk R ot T V0 o A 28 T I B | 3
3P AS 6 WL, 43l s TR —ERE G )RR, DA
(30 ~60°C) - HIR MR - FIR(15:5:1, V/ V/ VI
RO T IR BOE BT, B M (365 nm)
TR o At R 3, TE S X R 2 RS A
WA AR Y 5 AR 0O FEBE A, BT BRI
THTEWE 1 Co

X2 HURE LS L BEAE L B2 3 g, I B 25 mL,
U0 1 h, A AL 30 min, JEAT, BB ZE T, 5R A in ok
25 mL fH A AR, K AT IE T BEPRFE R 2 WK, BRIk
30 mL, 5 IFIE T BEWR, 75 T, BRI I H B 5 mL (VA
A A A ot VA o RO L AR R i FH B B 1 mL
B 1 mg WY, AR R X B S T BRI MR o 3 g, )9
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6. AR MR R
C. Xx#&% D. %4

R kA

] 28 PP X Rt V5 VAR o M 28 W L3R 3 TS S 10 L,
O3 8 F W —rE g G 2R b, L= ke - B EE -
K241, V/V/ VT EZERNEIFH, JBIF, B
B BT WS LA 5% 7 BT B R VA VR, PRV AR B A £
TR T o A v VR € o, 7 5 0T TR 0 VR €3 R 2 o7
B SR R B B BE AT B BT LI 1 D,
2.2 BREEFEENE
2.2.1 AN

O3k : Agilent Eclipse XDB — Cis #:(150mm x 4. 6mm,
5 wm); B I - 0. 4% BRI (47 : 53, V/ V)
TR . 1. 0 mL/min; B9 : 30 °C ; &MY . 280 nm ; FEFE
710 ulo
2.2.2 EHEHE

TBCHE 2 6 R 20, 72 mg, RS B FRAE N 70% T
Vs fire ) AT VR B A 207, 2 g/ mL BT BE S ISR
R 2w UV 5 S B, N 70% £ P )R R TR A
51. 8 pg/mL A BE Sl V5 U o BBORE ot , R 2, R 1 g,
FEEFRE , B H YU R MA 70% £ 50 mL,
FRE i, R AR IR 1 h, VS, FRRRE Ui, 70% &
Ptk 9 R 1 B o, B 5T, DB, SR, 1 A
VS W o F2 A Ty LA RD 1 25 Wl 4 A 3 BB ER O 18 B P A
it , TG A T T VR 4 12 o 2 BT Rt VT
2.2.3 FEFEE

LR BRI 3 A4S 10 wL, #FUIT (8
T SRR HERE N E 0 SR i ] 25 SR LI 2, B P X B
T, R kLR E R

MG R A R B IO B IE £ 0.5, 1.0,
2.0,3.0,4.0 mL, 2> %8 10 mL &8+, 70% 2
Wi B R ZI 5] AR I T A5 A HEREIE o LIt B
FEit B (X, wg/mL) R AL i T RR (V) S AR bRt
A& MM, #4595 FE Y =20.825X +629.5, r=
0.9999(n =5) A5 REH], WA H T EWKETE 10. 36 ~
82. 88 pg/mL i1 [l N 5 I AL M OC R R AT
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A2 HwEEF&HHEAMEFH

2 B I < R W A o BRI T
AR T S UERE 6 Y A o 45 TR ¥ % €0 i e T L O
RSD 11 1.10% (n =6) , F2 L AR % B LAY o

Fee R B8« B Rl — At (LS54 201803 19) K & , 4K
A A A, FE I T B S A, 405 F 0,4, 8,10,
12,24 h BFE R I A o 25 5 0 5 15 0 1 AL RSD
1.90% (n=6) , B S A AE 24 h WERRE .

A2 AT R —HE (5 201803 19) K4 6 17,
R A A AR VA T, R AT A A A o R
WS RSD M 0.90% (n=6), KWy pkE &M
RAF

TAE [l i 56 < B el 0 A i TR — it (HE 5 R
20180319)FEfh 6 1y, 45 0. 5 g, KE S FRE , 43l A I8
AU A 5 mL, B EIA 70% 1 45 mLo$5 01T 7
A Bl R F AT S AR R E | 15 ]
R AR LR 1,

A1 BARF BB EE(n=6)

gl HasE(g) MAZ(g NAAGg  =hE(%) T(%) RD(%)
0.5032  0.9254 1.036 1.947 98. 61
0.5044  0.9276 1.036 1.946 98.30
0.5067  0.9318 1.036 1.935 9. 83
9%.87 1.3
0.5082  0.9346 1.036 1.970 99,94
0.5024  0.9239 1.036 1.955 99,52
0.5063  0.9311 1.036 1.967 99,99

2.2.4 BEHAEENE

B3 4t (4t 5 40 5 o 20180319, 20180110,
20180523 )4 fil , A3 il 2 A3t b VAR, Fe AT T €833 % 1
PEREIN A2 , P10 B A 45 R 3 HEAR A P B S Y
T35 1.839,1.904,1. 780 mg/ g,
2.3 KERMAEHZENE
2.3.1 HBELALE

{6,3% 4} : Phenomenex Luna Cis £ (250 mm x 4. 6mm),
5 wm) s FEBHAT  FEE(C) - 0. 19% MR VAW (D) , B6 B ¥k
Jii (0 ~ 20 min I 60% C—40% D, 20 ~35 min I 60% C—
40%D,35 ~55 min I} 80% C—20%D) ;i34 : 1. 0 mL/min;

L 30 C K P K : 254 nm; PR 10 pl,
2.3.2  WERH &

B 38 20 B 16. 75 mg, RS B FR A8 , K 19 xof R
in 16. 77 mg, B [A]— 25 R, i FE s Ak o) s o i R
BE 430K 33.50,33. 54 g/ mL (TR A 6 BRIV 450 5
3 K 25 R TR 5 e B I 8 VB o, o Y I R
TR SR 8. 375,8. 385 we/mlL HITRA N BE A
HURE i 5, R A0 B2 10 o KSR E , B L ZEHEE
Hr, T 8% ERBRVE W 30 mL, #E AL PR 2 min, TN =4 H
Bt 30 mL, IIFR B 1 h, 8, BRI S, D =
S BEVE AR VI A R =E v, o B e
JZ , BRI = S H BRI S WK, BRI 10 mL, A1 =&
FGEUR , 251, BRI I HY Bl e, 76 # %2 20 mL 25 = f
I AR R R A UE A, BT, ROAS R AR e
Ab T BTN T 25 A AN 5 RO R B o 4 it
st A VR T8 T B R R VAR
2.3.3 BT HEEHFE

L E MR R 3 A 10 pL, F AT 6
T SR AR HERE E 0 S i I 4 SR LI 3, BRI % E T
T, R kLR R AT

MR R R B WP A 0 I I & 1.0,
2.0,4.0,6.0,8.0 mL, 73 & 10 mL 28 &, AT HI i
Wi B R ZI B 5] AT EA5 A5 I 2 o LA BR b T i
W (X, pwg/mL) Ry Ak bR (T AL (YY) AR bR E 45
PERIE A B IH H R Y cws =11.21X+20.49(r =
0.9999), Y jum=11.27X+22.93(r=0.999 9) 45 %
Y, R KRBT T i R B 73 JIAE 3. 35 ~ 26. 80 pg/mL
1 3. 354 ~26. 83 wg/mL Y N 5T FRZNE R RAF

i 0 R R IBUTR A5% R T, B UM T i
A E TSR 6 IR A R KR IEH LAY RSD
1.50% (n=6), KEMIEHEFY RSD N 1.70% (n=6),
TG B R AT

R M  BUR] — it (L5 201803 19) B i , A
il A Bl A R, R AT A 25 F, 43 T 0,3,9, 12,
18,24 h BF FFE I 2 o 45 S KB R I LW RSD
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1. X&F 2. XK&E®
A SR GBER B RSER  C ARTBRER
B3 XE&szurtaeEnR
A2 mHEKXBZER(n=6)

B2 () # 42 (ng) FmNE (mg) MAFAE (mg) w R (%) X (%) RSD(% )

A B A B A B A B A B A B A B
5.0127 5.0127 0.0165 0.0265 0.0168 0.0275 0.0327 0.0535  96.43 98.18
5.0342 5.0342 0.0166 0.0266 0.0168 0.0275 0.0330 0.0543 97.62 100. 73
5.0677 5.0677 0.0167 0.0268 0.0168 0.0275 0.0329 0.0535 96.43 97.09

97.42 98.91 1.08 1.27

5.0241 5.0241 0.0166 0.0265 0.0168 0.0275 0.0329 0.0536 97.02 98. 55
5.06096 5.0696 0.0167 0.0268 0.0168 0.0275 0.0330 0.0541 97.02 99. 27
5.0742  5.0742 0.0167 0.0268 0.0168 0.0275 0.0330 0.0542 97.02 99. 64

EIAAKREE,BAREH
1.60% (n=6), KEMUEE T RSD 1. 40% (n=6),
FAL S TRAE 24 h RS S

F A MRS A —HE (LS8 201803 19)FE4 6 43,
3 ) B A 1 VA VR, LT i A R AR I S R
KEZEERN RSD N 1.60% (n=6), K& & &1
RSD 71 1.60% (n=6), £ EELIERL .

TAE [l i 56 < B el 0 A TR — it (HE 5 R
20180319) K 6 10y, BN 5 o KB FRE , FRICR |
R %o O T RS RO, I A A R 1 mL
R Z 8. 421 pe KBTI 13. 742 pg IR IR SR AV
0 O R TR A VT 2 L, AR 5 (VA
AT EE AR 2 T ISR 5 R L3R 2,
2.3.4 HHEENE

B 3 it (it 5 4> B & 20180319, 20180110,
20180523 )4 fil , A3 il 2 A3 b VA VR, Fe BN T €833 2%
HEREIE 1 SR A, HET R B R AR W % i . 45
3 AR A R B R S A O 00330, 0.0440,
0.0299 mg/g, K ¥ By & & 4 %l A 0. 0528, 0. 0386,
0. 0496 mg/ g,

3 itig
3.1 TLC 43!

A FE ¢ 50% W [ 75% WY s A ARy i
SRV AR, SR AT 38 8 75 7 ik R I, SIS [ 43531 o
0.5,1.0,1.5h, BELBRLNE - HR -/KO:1:1,V/
V/ V) LIRETR - T - R -/K(5:3:1:1,V/V/
V/V) LR - T W - -k (10:7:5:3, v/
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V/V/ VI 23 PR TE R 45 5 LA R i 7
R AL HE 30 min, LR OTR - HIR -/K(9:1:1,V/V/
V) R TR S W 0 TLC (BB S5 I, 20 25 B 4T, 1B
PEXT HRTC T3 .

VKR 4 BRI IE Cbe A ik (30 ~ 60 °C) 1E R4
IOA A, R YRR R 7 i I, SR IR (] 23 51 5,
10,30 min, 55 LU A7 il BE (30 ~ 60 °C) #AF 10 min $2HL
FRBI ) TLC [ BE R M, 73 2 BE AT, 25 R AE .

3.2 EZENE

WA 5K 50% L 10% LI LR R
FEEA ], R A [ 37 A 7 vk SR, 4R S ] 43
Bk 0.5,1.0,1.5 h, BEEHEL - 0. 1% BERR W (47
53, V/ V) HEE - FIBEIRIEST pH % 2.7 1 0. 05 mol /L,
WEIR — A AT (42 58, V/ V)L - = il
4 pH 2 5.0 49 0. 02 mol /L B2 — A MW (14 : 86,
V/ V)3 R shAl o 45 R 2L 70% L BERE AL PR 1 h, B
Fi - 0. 1% B RRIE T (47 = 53, V/ V) R sh A4S 2 1)
ik B TR X FR, 3 BB R T 1.5,

K ZRFIR B - 430 5 H I - 0. 1% BERR I W
1 0. 05% (B FR K A — S G212 P s #H L 18 55
JFE TR BE 2 Fh i 7 2o 45 R LU — 0. 1% B IR My it
SIAH A6 B TR I, O A R I B BB I TR X
PR OPEREERT 1.5,

S22 30k
[ 11 JSZBZ200906067, iT 75 4 £ o 24 50 Y5 B8 22 By & 57 AL ) )
FAELS]



