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HE.BY AILETHHRELENREFEFE ARAEEEH(TLC) FZREANF A P A Y HE 4R H5M; 2R
B RO AR & R R AT SR T AR P D 0 R A JTE s B R I E B E 64 F, &i%42 4 Tabitha RZ - C, ££(250 mm X
4.6 mm,5 pm), KA A THF — 0. 1% BrER K7k (B EZEML) i3k 1 mL/ min, #4209k K 4 245 nm, 48 4 30 C,#AHFZ 4 10 pl,
HR A AH FHE AR TLC BB 550, 2 B 4, M B A TR 53 F 53 i B Es X rF mERE
S 4 13.01~130. 14 wg/ mL.14. 85~ 148. 53 pg/ mL.9. 49~ 94. 86 pg/ mL.1. 28 ~ 12. 76 wg/ mL.1. 25 ~12. 54 ug/ mL(r > 0. 999 6)
OB NS mAREE R R R E AR F A X IE Y RSD 3T 2.0%(n = 6); F 3 A FE 5 ) A 99. 80%, 100. 68%,
101. 68%,102. 65%,99. 50% ,RSD % % % 1.48%,1.52%,0.95%,1.91%,1.35%(n = 6) . Z5iE FrEE 87 FTA T 25 T H4 0
JREIEH
KB TR R G SRR Gk R EARE
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Quality Standard of Chaiting Ningfei Granules
YANG Rennai',WU Hongyan',LI Huiyuan',WANG Jutao'?,LIU Jinsong'
(1. Anhui University of Chinese Medicine ,Hefei Anhui,China 230012; 2. Anhui Province Key Laboratory of Research & Development of Chinese
Medicine , Hefei , Anhui , China 230012 )

Abstract: Objective Salviae Miltiorrhizae Radix et

Rhizome, Paeoniae Radix Alba, Scutellariae Radix and Uncariae Ramulus cum Uncis in the preparation were identified by the thin

To establish a quality standard of Chaiting Ningfei Granules. Methods

layer chromatography (TLC) method. The contents of paeoniflorin, baicalin, paeonianolic acid B, glyeyrrhizic acid and baicalein in
Chaiting Ningfei Granules were determined by the high — performance liquid chromatography (HPLC) method, the chromatographic
column was Tabitha RZ - C,; column (250 mm X 4.6 mm,5 pm) ,the mobile phase was acetonitrile — 0. 1% phosphoric acid
solution (gradient elution) ,the flow rate was 1 mL/ min,the detection wavelength was 245 nm,the column temperature was 30 °C,
and the injection volume was 10 L. Results The TLC spots of Salviae Miltiorrhizae Radix et Rhizome, Paeoniae Radix Alba,
Scutellariae Radix and Uncariae Ramulus cum Uncis were clear and well separated,and the negative samples had no interference.
The mass concentrations of paeoniflorin, baicalin, paeonianolic acid B, glycyrrhizic acid and baicalein showed a good relationship
with the peak area in the ranges of 13.01 - 130. 14 pg/mL,14.85 - 148.53 wg/mL,9.49 -94.86 pg/ mL,1.28 - 12.76 pg/mL
and 1.25-12.54 pg/mL (r>0.999 6),respectively. The RSDs of precision,stability and repeatability tests were less than 2.0%
(n =6). The average recoveries of the five components were 99.80%, 100. 68%, 101. 68%, 102. 65% and 99.50% with RSDs of
1.48%, 1.52%, 0.95%, 1.91%, 1.35% (n = 6) , respectively. Conclusion
control of Chaiting Ningfei Granules.
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The established method can be used for the quality
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ST I MURE R SRR CBUE AT R
R FHE e S S H RS 1SR gt
5, EAT VR 3G | 1k v A DAk, 3R SCRE
Wi 158 P BH ZE R BT o S s i ) AR IR A K
LA DT A s, BARAL e 128, 2 /KA U A
D7 R FH L 2 445 0 1ROk ), BESEAR L e rh 25 52 7
2y, O AT RELR BR Ak 5 v 25 6 A RO a1, BRI
AR ARG R FH 2 35 (TLC) 325 M4 ) i 351 o
PFZ CAAT CEUE BRE  R F i ASOROAE €833 (HPLC) 5
WE WA AT 251 B 1 PHER IR B H BRI B S
RO, DL Ry S8 5 il R 0T o b o ) 2 ST $R Ak S
 RIE T .

1 UE5RKHE
1.1 {XE

ULtiMate 3000 %I (3% R 45 (FE 2R G /RBHE <
> AHRAHE) ; AUW220D A+ 743 2 —HLF R (H
X Shimadzu 23 &) ) ; FA2004B 81 J7 73 2 — L, T K ( |
VR 2% B2 AR AT BR A F] ) 5 JK - 250DB AU 75 L (A
NE 4 Je FEMLI S A BR A ) ) o
1.2 iR%

S il R (b T o B R e R0 ==, Ak 430l
A7 20201001, 20201002, 20201003 ) ; F1 3 fi2 B XF H8 &
(L5 DST190918 — 009, F it > 98% ) , A5 24+ X it iy
(#L5 5 MUST - 16041901, % > 99%) , B %5 Xf 1]
i (415 DST191012 — 024, & & > 98%) , I3 5 4 2 %}
HE S (416520 DST191023 — 025, &4 = 98% ) , Y1 [ i,
AT o A B R AT BR AN E 5 B A X B (AL
110715 - 201318, & & > 93%) , H H R & o) B i (L 5
110731 - 201619, & & > 93%) , IS4 R 254 (L5
4120923 = 201816) , A5 XF B& 25 44 (L5 24 120905 -
201610) , & %X} B 25 44 (HE5 4 120955 - 201810) , 44
T R 25 1 (415 121190 - 201204) , #41 [ r [E £&
s 245 it A E AT B 5 SR Mg S T VA8 65 0 T B A el
AACERRH ) s IR G E MR BEIE GFosy 2R (5 5 1
WA THRAR); R kA, a4 4t
ali K R alifhoK .

2 HFEEHR
2.1 EHE5

P& 2L BB R B X R S RS AR, I
P £ BT MR N 1 mg / miL B R R VA PR )
BEZGHF 1 g, in 50 mL 7K , 7 20 min, J€3F , K28+,
HHBE 1 mL (5 i, ROAS FE 2 X6 HE 245 8 3 R BBURE i /Y
W10 g, B EIEHIEH S, I 50 mL, & (T3
41200 W, A58k 50 kHz, T [R]) AP 30 min, JE1d , IEWRFE
TIE 7K 10 mL A A%, H S B2 B2 Y (45K 10 mL) ,

G AV, KB ZET I EE 1 mLAHE 7, B AL
i VRS VL o i 25 25 = il R Ak Ty R0 T2 i 8 i 2 10
PERE A, I A 5 VA VR 85 T v T s B 0 i i
T WA A RV W AS 2 WL, 231 1 T [A] — kS GF s,
WZEAR b AR - =@ Wb - 2T - g - 1
M2 (2:3:4:2:0.5,V/V/IVIVIV)REIFH, I, B,
i T, B AN EAT (254 nm) A AL o 03 5 8 T (0
Ff T 55 0K R VI OGT R 24 b Y TR 1 A N A
SRR B B S, BAPE X R T UL R 1 A

s =0~ B B .=
B
. - . - & & & B s .
S e .
1 2 3 4 5 6 12 3 6 4 5
A B

1-3. Bikehimik 4. SABBMER 5 AR RIER
6. MM R SR
A A Boa%
1 ASMBANHERBEE
1 — 3. Test solution 4. Reference material solution 5. Reference solution
6. Negative reference solution
A. Salviae Miltiorrhizae Radix et Rhizome B. Paeoniae Radix Alba
Fig.1 TLC chromatograms of Salviae Miltiorrhizae Radix et

Rhizome and Paeoniae Radix Alba

FAAS 2 =30 B 21 6] it et R B R, in
) G5 A B A 1 mg / mL R X BBV VR B E A ) A
258 1 g, 50 mL K, 2 20 min, €33, KB 2T, I H
B 1 L {35 i, RIS 1A X6 8 2 B 3 T o BRORE iy 9 25
10 g, B HIEHEIZ i, K CBE50 mL, B0 10 min,
Peat, PRV ZE TS 0 EE 1 mL A A i, B AR AR R
TR o e S8 78 il Uk A T2 A A5 B AT B B R
st o - A T A VR T 88 T 1k o ST X Rt Y A T
B3R 4 B W AS 2 b, 43 ) A T IRl — R i G2
L DLW - LR TR - W - W2 (40:5:10:0. 2,
VIVIVIV)REIFF, I, B, BT, Wi DL 5% B &
P L 1R 2 B3 T, 76 105 °CT I ZE B 0 Il €00 335 i 14
T TR TR R T A 5 T T VA SRR X R 2 R T TR £
TR A7 B S A () L A B PR BT T T
WK1 B,

B IR A ZERIDUBE A 2R 0] IR T A i R
FRAE , st ) ) B B F V€ B2 R 0. 5 mg / mL ) B —
Xof BT o SRS % X R 2444 1 g, il 50 mL 7K, 7 20 min,
Ve, AKIBZE T, I B 1 mL (VA A, BPA5: o 5 X B 24
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AT SR fs N5 10 g, B H ZEHESE R b, i B it '
50 mL, #7 AL B 30 min, JE 1L, JEI A% T )5 07K 10 mL
A AR ERFR A pH 2 1 ~ 2, 082, IB VR SR LT
10 mLIREESR I, 70 BOA HU , KIS 281, I B 1 mL Al
VoA, RIS Bt Y TR o 2 S T B R AR D7 R T 2
R A R B f, 42 (1 Y R T 5 77 0
P X6 R P T B 3 5 BRI IS 5 L, 23 T

Al — B W I DU - 2R 2 - R - TR S, s
(10:3:2.5:0. 1, V/ VI VIV)REIFR, BIF, BUH , B A B

TS AU AR R R SR s th g g 1 R R RRER 2 RES AN ERER 3. AR R
WA HROR XY JE 2P e LR 1 bR, R A TR S T I8 P
AIBERT, FIPEXT BROE T4 TR IR 2 AL BR "

S XTI R ) e
BT R R 1 mg / mL B X A A TR S U T X6 AR

1. Reference solution of baicalein 2. Reference solution of wogonin

%)f%‘ 1 g, j]u 50 mL 7J( ’ %: 20 min, J§ ﬁ ’ 7J( 7 q: ’ j]l] EF] 3. Reference solution of rhynchophylline 4. Reference material solution

E? 1 mL ’fizﬁ% s Eﬂﬁgf%%Xd‘ﬂg %’5“7’4—‘?‘7@ oﬂyﬁtﬁl Wg% 5 —7.Test solution 8. Negative reference solution
10 g, HHEIEHIE ,j][] FHEE 50 mL,fﬁﬁfExﬂ\}E 30 min, J§ A. Scutellariae Radix  B. Uncariae Ramulus cum Uncis

ﬁ , ()ﬁ(ﬁ 7_%‘?:F Eﬁﬂ A /éjk/fk ’]'Jﬁ %m{ﬁ(& 10 mL 1&@?@; , J:H Fig.2 TLC chromatograms of Scutellariae Radix and Uncariae
= U BRI 2 0K R 10 mL) L & 3R HLAR Ak i 2 Ramulus cum Uneis

0L mL AR DA A S s e e 2.2 BEUE

OB AL 7 AT LA B IO B RE B D e s 2221 BEAR

VRS TR B T 3 ) R B A X R A R MR L A 4 R @35 AE : Tabitha RZ — €5 # (250 mm x 4.6 mm,,
VA2 WL, A S T IR — R G WA b, LU E - S pm) s TSI : SR (A) - 0. 1% BER/K L (B) , B &
= — TN - 2K (3:3:2:0.1,V/V/V/IV)RE  BEB(0~ 10 min B} 10%A—15%A , 10 ~ 20 min B 15%A
TEF, BIT B B B LURS LA AR R S —20%A, 20 ~ 50 min i} 20%A—29%A , 50 ~ 60 min i
WA P 7650 BV R B2 AR B A 29%A—50%A , 60 ~ 70 min B} 50%A—15%A ) ; Vi
A7 Bt AR R B B B, BT B E AL B e 1 mL / min B A 245 nm s AR R 2 30 °C 5 BEAE

2B, 10 pl.

mAU mAU mAU

100 100 100

75 2 75 5 75 2

50 1 3 50 . 50

25 | \ 45 25 | 45 25 ! 3 5

04 ) | S N OI_, ST § PR | ST T 0 .| z ) e
~10 ¢ / min ~10 t / min B dreihenl; S S IL L T e t / min

0 10 20 30 40 50 60 70 0 10 20 30 40 50 60 70 0 10 20 30 40 50 60 70
A B C

mAU mAU mAU

100 100, 100,

75 ) 751 2 751

50 ‘ 501 50

1

25 3 4 25 25 1 3

ol ,__.-l'._._,_A_I_A..J..,_.LS_ 0 l ,L ol i N W ...’-.A},..g__ 0 P I W) — 4.4-1._.

1) e e L t / min ~10 t / min ~10 t / min

0 10 20 30 40 50 60 70 0 10 20 30 40 50 60 70 0 10 20 30 40 50 60 70
D E F

1A% 2 %% 3 ABME]B 4 HIER 5 XEEFE
A RS RIER B ARRRER C HEAORBANBRER D 9 F G MENRBER E. SRR RER
F. 8k 509 BB AT PR S i
B3 SRHEEIELE
1. Paeoniflorin 2. Baicalin 3. Salvianolic acid B 4. Glycyrrhizic acid 5. Wogonin
A. Mixed reference solution B. Test solution C. Negative reference solution lacking Glycyrrhizae Radix et Rhizoma D. Negative reference solution
lacking Paeoniae Radix Alba E. Negative reference solution lacking Salviae Miltiorrhizae Radix et Rhizome F. Negative reference solution lacking
Scutellariae Radix

Fig.3 HPLC chromatograms
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2.2.2 EIRHEE

B X Bt 35 o R PR, I R R 1 mL %
AT 130. 14 pg A 148. 53 pg SHERHZ B 94. 86 pg.
HEWR 12. 76 pg I B 5 K 12. 54 wg HII1E A % I8 5 v
T HURE S N 1. 0 o, AN B FR A , B L ZEHEIE N
o A BEE 50 mL, &8 75 AR 3 30 min, B0 L AT &
0. 22 pm FFL U8 RS b, RIASHRE 3 ot V5 VAR e 4 o 7 Ml
URL A T 0T 25 43 S A% e T AT BB RS
R0 B PR i, e P A R B T o R 7
B %o B
2.2.3 FHEF¥FEE

LR A3 R R 2. 2. 200 R 3R R A
WA 2. 2. VT A A A A e SR ] 2
SR BT X6 R 5 YA X R T R 3% v A ) 4 7
B Rl b3 ToT-Pevd , A 7 ik & Jmdk R AT 1E DL IR 3,

LM R RTLE BB HL 2. 2. 2500 R IR A% R
PRVAW1,2,4,6,8 mL, B 10 mL 2 5H P, I S 2
FEAT, B R FR A X R W o 10 WL, #5262, 2. 130
T SRR R i SR 0 TR AR B A R VR
B (X, g / mL) R REAR AR TR R (Y ) AL BRitE A T4 1%
[l [l R S R R L 1

®1 EPEFESEMERE(n=5)

Tab.1 Regression equations and linear ranges(n =5)

i R4 )2 75 A2 r LM (pg/ ml)
HHF ¥, =75.617X,+0.0279  0.9998  13.01~130. 14
FHEF Y, =217.58X,+0.0295 0.9998  14.85~148.53
FFEYERB Y, =212.49X,-0.0520 0.999 8 9.49~94. 86
HEH  ¥,=0.0059X,-0.0005 0.9998 1.28~12.76
REHEE V,=421.77X,+0.0082  0.999 7 1.25~12.54

WG 2% B0 B 2. 2. 2 T F (5l 5 O VRS &
2.2, VT (A S5 3% S b AR 6 UK, 1o s e T AR 45
RATGAY HSAT MR B H RRR | U K I 1 A
) RSD 43 5l 4 1.01%, 0. 85%, 1. 05%, 1. 18%, 1. 26%

(n=6), RUITTEAE R RAT

R PRI 0 B 2. 2. 2 300 I i A TGE =L 4 )
TEIRTHUE0,4,8,12,16 hi% 2. 2. 1 K (A3 5
HEREINE 10 S AR 45 AT B PHIRTR B
H R R DB A R U T AR B RSD 43 i R 0. 84%,
1.02%,0. 87%,1.23%,0. 75%(n = 5) , £ HHL FHIF R
TEZEIRCE 16 h NIEARTEE .

B VIS R B PR BURE A (Fit45 2 20201001) 1
LA 60, HE 2. 2. 2 0T J5 vk il A R A L P
2.2, 130 F kS5 HE AR DN A |, T S e T AR, O AR
i A RATEGT ST SRR B H R A
EH Y& 555 8 3.047 8,5.705 1, 1.103 8,
0.1212,0.078 8 mg/ g, RSD 43 %l 4 0. 87%), 1. 64%,
1.17%,0.43%,1. 66%(n = 6) , W ELZ R LT,

JIAE TR0 S 5 < R R A A RE R (HE S
20201001)3d 5, 94y, 43I A — 2 JoT 12t R B2 1 X6 R
VAR, $5 2. 2. 2000 B il B, 2. 2. 1T
O SRR E | e SR TR, IR R A R
W32,

2.2.4 BHEELENE

B3 A A5 3 B, A A 2. 2. 2 0T Dy vk A it
PV, PR 2. 2. 1 I T (g SR AR b R 52, S AT
FE 3 ISR, AR A 25 R LR 3,

3 itig

SR il R ZH 7 b, Se ) VAT IR TR, &
TR 255 1 VA B2, RIFEZ 0, ERE, IR A
TR BT Nk W0 AR, A IR 2 S e
JNEE 2 B 2l e e e AL BRI R
Xof R S8 I PR S 0 AT R BT 7o e R T, 1R 9, 13
25, BETE A AR IR M e sk, 58, A il
28,V IS 46 U5 It P i 5 AT 3R IS B  SRF ER
AT JFESANT AR B AR TR] B 52 A A5 A A 0] A 45000 il
ST R G R B2 L 2R B 25 S

R2 MELKIRELER(n=6)

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

LUS Hadg A3 (ng) g Bk (%) 10%) 18D (%)

f % B C D E A B C D E A B C D E A B C D F A B C D E 4 B L D E
0383 LOBI 3479 06584 0007 0070 L6 200 0.60 005 004 3HTT 6467 LIS 0162 0063 00T WEB 0.0 B 8

035 LT00 3394 0674 0013 0057 L6 R0 060 005 004 3450 6303 L8 01H3 0085 0L OLG 0LOT 1030 1020

0381 1801 3359 0657 0074 05T L6 300 060 065 00 30 6309 LH0T 0159 0056 NH 9N I BE BT

0393 LOLL 3405 06586 0003 0077 L6 L0 0.60 005 0.0 3MI5 6582 LI 0104 001 W0 WRG W4T BE B AL SRR
0353 LBI0 3407 0656 0073 0M6Y L& 300 060 005 0.0 3475 G414 LTSI OIS 0066 N3 0L K LD B

0504 LIS 3200 0607 0002 0058 L6 200 0.60 005 0.0+ JHE9 6205 LI92 0IN3 OG5S 08T WIS 09 UBE 9

EAAGEF BAETEF,CAHABBEB,DAHIER EAERLRE,

Note:A is paeoniflorin,B is baicalin,C is salvianolic acid B,D is glycyrrhizic acid and E is wogonin.
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R3 HERIEVNELER(ng/g,n=3)
Tab.3 Results of content determination of five components in

the samples (mg/g,n =3)

5 HHE  FHE%F ABE®B WEHR  XREE
20201001 3.1523 5.6732  1.1689  0.1397  0.0822
20201002 3.0967 5.5573  1.2036  0.1423  0.0764
20201003 3.1403 5.6329  1.1832 0.1362  0.083 1

fili, R B 25 H R MR A R RS 2R, R
flizils -1,
275 2020 4F JRCH I 25 ML (—35) ) SR DE SR, % 41
T A IR E T TLCHER , R PSR A5 1 L 4R 3E |
ZPE MR S TLC 5% A7 78 v o2
il A P A DL () B A A5 IO, T R B AR b
HE A FR it — 2509 . PSS TLC 2 518, i 41 551
b5 il 28 T8 KB PESER T R RR s 1 4y, i
VEREPHI R B AT A S 48 b o A3 i 1 45 R S B 75
ST, Z4 T i 22, o B AR AN R TP R S IS
CTEAE L, 45 S BE SVE T, o0 . 355 TLC %I, o
K HBRAETRT B0 G, M, 28N N AL, 45 5 /s A3 i
BE 58 O S B B S R A A 2 AR Ak R SR TR
B, Wl — BT R FRJT, — AR aE, 5
SV T 0 B R B RE TLC SE S, 3 Sk 24 g e
KA MR - TR R R TF R G0, H R TF 43 5 4 R
1, JEH R TF R G4 28 - =S e - IR - 20K,
SETEBEUIE I, B AT
ESpLIE SIS e i RO S i oS I R S e )
UNUA ISR AL N IR i 3 R e N F (D
T B AT il 47 Ak e SR R G T TR
HATEA B T e ORISR 25 B PR AT 2 2
FA AT H R B T P RS T I S A AR A /N U
RAE W i A /N B A o), AT 24 H R HAT -y
FPLE AR DT P2 AR /N LEAE Il 2 2 14 BH %€
PRl A T A 1 BB AR 5 R R N
ZAa bR o il E FE R
RIS P BILL i - 7K O - 0. 1% B R K i
WG — 0. 2% W TR 7K B — K OB BE PR ) 1F
KM, 45 R N - 0. 19% BB /K 7 Wi, (033
U B RO AT, W T S A o B 8 3 3K T T 4R U
B, K 50% HEE \70% HH B L HH RS G L, 5 SR HH s B
ROR e i o FIUR B
iy &= SERAH IR —

— - K F 70 min N
BRARFEEREERT s o s
i 1 A 8 SR U T

H B 2021

4

ZE TR AR ZE v S 0 O ik R S A T

SR A JoT R A

5% 3k
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