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WE: BN ZRBFRBEGRERAFE RAEEEH(TLC) E x4l Al v & &% 53 M2 Faf7 2R KA S0k
MEEFENTERZLERIARSAF LT 2R G4F, &4 A Kromasil C, 4 (250 mm X 4.6 mm, 5 pm) , A3 48 4 F B -
0. 19 ARBE K7 (44:56,V V& 23 P 3 F o) o SR — 0. 05% AR K (14:86,V/ Vi F b 2 Fr %), ik 4 1. 0 mL/ min, #&
Mg K 360 nm (& ZFE P 3FRS)F 254 nmGEFF 2 A RS ), AEBA0C, HHEZTAH I0pLER £2F FE HEFENY
TLC B3 &350, 5 B B4 M BATHR . EEFZFTMEAFT LEF FRFEFRFAPEFRNG FREL-3-0-HAFR
FHRE S A 10.0~83.2 ug/ mL,2.0~16.0 pg/ mL,5. 6 ~44.8 pg/ mL,4. 1 ~41.2 pg/mL,4.2~42. 4 png/ mL & B A 5% & 47
ZHXAZARIFGIHRT 0.9992), FF R 54 9.40 ng,21. 36 ng,21. 08 ng, 20. 24 ng, 20. 48 ng, #& M FE 5 %] % 2. 81 ng, 6. 42 ng,
6.30 ng, 6. 88 ng, 6. 96 ng; # % B AL F KIS LR RSD 340N TF 5. 0%, F 3 e Af K £ 5 51 A 97. 52%,109. 10%,107. 25%,
103. 56%,103. 84%,RSD %1% 1. 38%,1. 24%,1. 24%,3. 58%,2. 94%(n = 6) L5  Fr AR e~ A T B HIRBUE 49 R 2454 .
R R F B M F L ER R RE R AR AREE -3 -0 - FEAF AEAAE
P E %S :RI17;R927 MEAARERD A X EHS 1006 — 4931(2022)24 - 0062 - 06
Quality Standard of Ruanjian Qingmai Granules
HUANG Yuting ,HU Pengyue,Ll Guowen,SHI Xiufeng,XIE Yan

(Shanghai University of Traditional Chinese Medicine ,Shanghai,China 201203 )
Abstract: Objective Sedi Herba, Typhae Pollen and
Siegesbeckiae Herba in the preparation were identified by the thin — layer chromatography (TLC). The content of three components

To establish the quality standard of Ruanjian Qingmai Granules. Methods

in Sedi Herba and two components in Typhae Pollen were determined by the high — performance liquid chromatography (HPLC),
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the chromatographic column was Kromasil C, column (250 mm X 4.6 mm, 5 pm),the mobile phase was methanol — 0. 1%
phosphoric acid aqueous solution (44 : 56, V/ V, three components in Sedi Herba) and acetonitrile — 0.05% phosphoric acid
aqueous solution (14 : 86,V / V,two components in Typhae Pollen) ,the column temperature was 30 °C,and the injection volume
was 10 pL. Results The TLC spots of Sedi Herba,Typhae Pollen and Siegesbeckiae Herba were clear and well separated,and the
negative control had no interference. The linear ranges of quercetin, kaempferol and isorhamnetin in Sedi Herba, and typhaneoside
and isorhamnetin — 3 — O — neohesperidoside in Typhae Pollen were 10.0 - 83.2 pwg/mL,2.0~-16.0 pg/mL,5.6 -44.8 pg/ mL,
4.1-41.2 pg/mL,4.2-42.4 pg/mL (r > 0.999 2),the limits of quantitation (LOQ) were 9.40 ng,21.36 ng,21. 08 ng,20.24 ng
and 20. 48 ng,respectively,and the limits of detection (LOD) were 2.81 ng,6.42 ng,6.30 ng,6.88 ng and 6.96 ng,respectively.
The RSDs of precision, stability and repeatability tests were all less than 5.0%. The average recoveries of quercetin, kaempferol,
isorhamnetin and isorhamnetin — 3 — O - neohesperidoside were 97.52%, 109. 10%, 107. 25%, 103. 56% and 103. 84% with RSDs of
1.38%,1.24%,1.24%,3.58% and 2.94% (n =6),respectively. Conclusion The established standard can be used for the quality
control of Ruanjian Qingmai Granules.

Key words: Ruanjian Qingmai Granules; quercetin; kaempferol ; isorhamnetin; typhaneoside ; isorhamnetin — 3 — O - neohesperidoside;

quality standard

R IOk UK F T A R B AR S D U B
W7 5 WRZG M B, HLA 3RS A I T R, 1 R
FIRYT AR S Jik o R Lk BE R 1l 5 | 7 174 R A ot A
7V 2 S BOT M08 fole iy 4 A1 ) 3 Bk 25 2% il
FVBLAT 5 T 2R A, FL bR e AIE , AN RE T
RIRTE R ML R AR FREZNER R EH
B, B SE R A E -3 - 0 - AT bl
FF Y, Y HAT L2 Fh 2 B 2R 5 2 - 60 AR AR 5T R
HEZ I (TLC) I 5 5 50 rh e 45 S 2 SR 3 hE
JEEEN T Rl B A i R IR R R RER
SOE AT R RER -3 -0 - A F SR
) R SO AH 3 (HPLC) 5, DS A 30 U 38 ok e 114 ot
PR AR  IRE T .

1 E5iLH
1.1 {¢=8

Agilent 1260 Y RORAR (354X (31 Agilent A7) )
CP225D 4+ J7 43 Z — 43 Bt KV (P 2 I W Bl 22 AL 2%
<dbat > HBRA ) ; ATS4A AU Z S EEIY  Visalient %17
JZ IAG AN (i CAMAG 22 7] ) ; SK7200LHC 4 75 % 1
s (RS AR FR AR o
1.2 X%

B Dk UKL (1 i 2R IE 250 A BR A | L #4543 )
$7210112,211001,211002,211003 ) 4t iz 25 % B 5 (it
57 100081 — 201610, 7% i 98% ) , 11145 2 %) HE i (415
110861 — 201611, 75 2 98% ) . 53 FZAE R X HR & (L5
110860 — 201611, &5 5 98% ) A7 i #4185 (4L 5
111573 = 201405, % 5 98%) FRMAFEHX -3 -0 - Hr
B T IR 5 (L5 R 111571 - 201205, 5 2 98% ) (3
FrENERR 2R (L5 ok 121434 — 201203) i 2 % B2
SR 121225 - 201804) 5 %5 50 %) B 2544 (L5 0
121572 - 201202) , ¥ [ H [ £ 2 i A o A 52 e
AF T BEXT B BB = AR A R A FRA ] L 52

MUST - 18051504, %1 98% ) ; Tk it G ¥ )2 MR (M & i ik
22T BFFE AT, 1L 50 20201107) ; BEFR . 2 . Y EY
ool = b LR OHE VR H R OE T R
WY SN i35 S s i VTEA W O TF CEEA )
2 AEEER
2.1 TLC %35

7 B HURE SRR K 10 g, i 8 20 mL, fE 75 (3
250 W, 4% 40 kHz; T [7]) b3 30 min, 383, 25T,
BRI TN 2 mL HH s ik, BDAS At ot VS VAR 5 B e 2 o) R
29HE 1 g, (A A5 X6 B2 A4 5 5 4 SR 0 175 ok Rz A Ty
Ko T2 i S e A ) B MR TR o A5 B o R
Pl VA T B IR IR TS S L, 43 s T R — R G )2
B, AR O e — 2R A BR (15:1,V/ V) R JRIFFI, mt A
5% WAHARR GBS, 105 CHMFAZBE L (A5 T, B H Ot
KT REAR o B I TR i v, 76 S 0T BB R (8 1 A
AV S AHTRIEE A, , HLRA XS RETC 0 TR 1 AL

T UREAR R 10 g, MUK 30 mLL, 4875 40P 30 min,
UEt, H G BEAE L, 3725 SRR, KT 5 2% B Tk, Jin
TR FAYIE T BEACH, BUE T B2 281, 5% N 2 mL
P i, BRI R S W U il R R R -3 -
O — SHTRF B 1 0] BR il 2 o, A B PR, 430l hn HE I i
) 5 U B 2410 1 mg / mL B B o BRI 5 B
BT IR 2GR 1 g, [) 0 A5 I 24 R VA TR 5 2 2 I8 375 ik
LA T B T2 A SR B B B AR S (R o 45 B
X R ST B E R IR AR S L, 4300 A T IRl — R G
W2, LR OTE - TH - iR - 7K(4:3:1:1,V/V/
VI V)RIEIFFR, BELL 10% iR £ B4, 105 Cm#k
B A5 0 A I, A OGKT (365 nm) T AT L il i
W AETE Y, 550 RGBT U % I VA TR €335 A Ao
- AR B, FLBAPEXT B TC T R LI 1 B,

K 250 HURE SORY R 10 ¢, il 70% H B 20 mLL, 48 75
AbFE 30 min, JE1T, 28T, AR N 2 mL B S0 A , B AS-4t
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1. Reference medicinal materials solution 2. Negative reference solution 3 —5.Test solution 6. Typhaneoside reference solution 7. Isorhamnetin —

3 = O - neohesperidoside reference solution 8. Kirenol reference solution

A.Sedi Herba B.Typhae Pollen C. Siegesbeckiae Herba

Fig.1 TLC chromatograms

T A VR o BT T ) R 3 RS R, I B
il ) IR VA B R 1 mug / mL P4 R R VA B
X HEZHHE 1 g, [ 3 il 75 X R 205 A Y0 R 5 422 2 W 1 Tk e
Ak Ty T T il B G s < e %) PR AE o ) 3k o A5 B 2
X HE VA W B IRV A% S WL, 20 ) T TRl — RS G
WEM, LA = bE - (40 1,V V) R JRFFF, mE LA
5% B HERLERIA T , 105 CHNFRE BE 5 8 s, & H
HCAT KGR At S R 5, 76 5 0T B2 M I R
e} Gt 3 YA€ 9 R 7 A7 B b S A R BRE s, L B 1 o) A
T EWE 1 C,
2.2 EZEFURSSENE
2.2.1 B4

O 3%FE : Kromasil C,g# (250 mm X 4. 6 mm,5 wm) ;
TRBIAH : B - 0. 1% B R KSR (44:56,V/ V) 5 ik -
1.0 mL / min; K90 3% K : 360 nm; A7 : 30 °C; FEAE & .
10 wL!7),
2.2.2 BIWHE &

Uit R AR R R RS A 1S &, 2 B
FH 2 o) 3G B — X P I AR 5 g B 3 ksl I A5, R 2%
FRAE , Pt o) B ot S v B2 43 3 R 15,5, 5 g / mL AR
BT HR LTS T BURE YK 4 o NG REFRE , 43 IS A
F 2 20 mL J% 20% £2 1% 5 mL, A5 %5k 0 B ik, 80 C Al ik
45 min, ¥ H) 2 0 I EERN R ORI T $R AT, &
0. 22 wm FAALUEREDE LT , BREEEIR , RIS S L
2.2.3 FHEH¥EFZL

L JE AR I - WL B 2. 2. 2 30 R IR A R IR L
VB AR B 2. 1 T e 2 g B B A R A
T HE 2. 2. 1 T A SRR A, T SR 1A 4
AL AV 5 TR A BE S A T (3 4 il T 28, 55,
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64 min B AR N (3 0, 5B BE G T8 s A
I 270 G T g 0 5 43 M i, R e ) i B TR 40 S R
989,998,999, #1 K F 980, /r B K F 1. 5, KL JE
PR R A TEILIE 2,

LR O R G EE 43 B 3 FOUT R AT L RS R
S0 R R i AR B 2R Ok 43 R 83. 2,
62.4,41.6,20.8,10.0 pg/ mL, 111 25 & 53 51 4 16. 0,
12.0,8.0,4.0,2.0 wg/ mL, 5 28 £ 4> 5 4 44. 8,
33.6,22.4,11.2,5. 6 wg/ mL it Z 5 50— B8 S VAT .
HU10 WL, #2 2. 2. 130N €838 25 0 A 00 A, S o 6 T
P43 0l DA 0 8 73 3T F Wk B (X, g / mL) S AR g
WETH AR (Y) AL AR AT R L A5 mH 7 R Y, =
4 292.4X, - 40.81 (r = 0.999 6) .Y, = 3 835.6X, —
11.34(r=0.999 3) .Y, =4 269. 1X; - 46. 36(r=0.9996) .
SERRW MR R LR R 5 AR E W SR
10.0~83.2 pg/mL.2. 0~ 16. 0 pg/ mL.5. 6 ~44. 8 pg/ mL
0l N S TR R M S R A

S R FTRG N R 5 %5 B 2. 2. 2 300 YA 6 R i
WG, FH B LU RS AR L (S / N) S 10:1 /11301
AeF 1 JoT £ v B 43 Sl i Sk e PR RS DN B o 4455 SR A Bz
R OER FREZMWEER 254 9.40,21.36,
21. 08 ng, K IMBR 73514 2. 81,6. 41,6. 30 ng.

R % B0 B 2. 2. 2 30 TR A X BRI TGOS 1
Fi 2.2, 1 R (35 45 10 % 22 R 0 6 TR o 45 A B
ZONER 5 REREHFW RSD 57 518 0. 74%,
0.57%,0. 88%(n = 6) , T XN % B R 4T .

FeE PR B0 < B 2. 2. 2 300 R A B TR T (AIES R
210112)id 5, 700 T3 R M 0,2,4,6,8,10,12,24 h
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&2

B. X g in ik
ERE SRR EREE

C. MY IR S iR iR

1. Quercetin 2. Kaempferol 3. Isorhamnetin

A. Mixed reference solution

B. Test solution C. Negative reference solution

Fig.2 HPLC chromatograms of Sedi Herba

BF 4 2. 2. 130T (035 45 A 0 R0 o 285 SR B R LI &S
2 S ARG RSD 53500 3. 29%,4. 56%,3. 94%
(n=8), UMLK AL 2 IR 24 h WEEATRE .

PR RS % FRIURE Sk R (L5 210112)
WL, A% 60y, #5022, 20T 5 A R T U,
2,20 LIUR A5k 20 R FE I i sk g 1 BROF 3 5
AR R (IUER RRERNEY S 85N
269. 40,55. 48,112. 60 ug/g,RSD 53514 2. 59%, 1. 21%,
3.35%(n=06), RN EELZIERL.

JAE [l 8 it 55 < B 0 R A R R (JiE 5 R
210112)2 g, Ki B FRE , 45 6 00, M 2. 2. 2 0 F —
S SO VAR ) B — X R SR VAV, 4 2. 2. 2 30T A A
PSR, #2 2. 20 TR 3 S5 R AR E | 1 sk
RO IARE DSR2 R WL 1,

22,4 FEBEENE

IURAHEARE S B, 20 3% 2. 2. 2300 T 7 vl 45 ks
VAU, PR 2. 2. IR (A3 S AR A I S 0 SR U T
LIRS B 5 R WK 2,

2.3 HEBMHASESENE
2.3.1 ®iELAH

{35 HE : Kromasil g4 (250 mm X 4. 6 mm,5 wm) ;
B : CIE - 0. 05% BEIR /KWL (14:86,V 1 V) s i i -
1.0 mL / min; K95 4 2 254 nm; #:36 : 30 °C; PR .
10 wLi2,

2.3.2 HEIRHE &

BB SRR -3 - 0 - BB 5
A5 18 8, IR A AT VAR B 8 R 50 g / mL TR A X
HE T VSV o BBURE F M K 4 g, 1 75% FR B 50 mL, K %% FR
SE PRI 45 min, B AT EFZ R, N 75% W AN L 0
P i, uE I, 280, 22 pm SRFLBE B g I, BUALIE T
RPASAEE 3 S A
2.3.3 FHEF¥FEE

L JE M . A R 2. 3. 2 100 R IR A X IR AR

W A SR S 2. 1 T gy v A B X B A I T A A

L2, 30 1IN A AR e R | e SR s A 4

PRI S5 TR A6 RSV (A1 AF 28 min A2 42 min B
F1 BMEZELER RREFEZNNFEERIREER(n=6)

Tab.1 Results of the recovery test of quercetin,kaempferol and

isorhamnetin (n = 6)

HRS HEA%(ug) MAT(ng) WEE(wg) BRE®D) X% RSD(%)
#EE 538.93 515.00 1.040. 10 97.31
538.88 515.00 1052.74 99, 78
53%.12 515.00 1039. 63 97.19
9.2 1.38
538.96 515.00 1042. 84 97.84
538.85 515.00 103107 95.58
538.93 515.00 1040. 56 97.40
LA 110.99 108.00 29.46  109.69
110.98 108.00 230,50 110.67
111.03 108.00 2959 109.78
109.10  1.24
110.99 108.00 2926 109.51
110.97 108. 00 2652 10699
110.99 108. 00 0.7 107.%
FREE 225.25 236. 00 478.71 107. 40
25.23 236.00 48228 108.92
25.33 236.00 4774 10674
107.25 1.4
205.26 236.00 480,46 108.14
25,2 236.00 473,08 105.03
25.25 236.00 478,41 10727

*2 HREENEER(Xxs,pg/g,n=3)
Tab.2 Results of content determination of five components in

the samples (X +s,png/g,n=3)

FREE-3-
0-#BEF
82.82+4.18
120.53£5.00
12162+ 4.80

126.55 +3.08

5 BAE i FAEE A

210112 269.40£2.49
211001 430.36 +1.59
211002 419.37£2.36
211003 437.72+£15.02

55.48+0.54
87.48 +0.68
85.70+0.37
88.10+3.39

112.60£0.95
159.31£0.41
155.61 +0.36
167.59+8.20

140.89 £ 4. 60
179.92£2.03
178.73£2.49
18191 1. 84
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1. Typhaneoside 2. Isorhamnetin — 3 = O — neohesperidoside

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

Fig.3 HPLC chromatograms of Typhae Pollen

R BURH N 2 0 , FLBA PR B TE T s R4S 50 R 4G
AR M WoR , R SR 43 51 989,992,
KT 980, B EH KT 1.5, FWHL @M R
UL 3,

LRME I R LR 2 ot B AT i RS AR, 40
SR R R ) RS A T R T T A R B 4 i Dl 41, 2,
33.0,24.7,16.5,8.2,4. 1 pg/ mL, AL -3-0 -
RS KA 42, 4,33.9,25.4,17.0,8.5,4. 2 pg/ mL
1) 2R 370 B —Xof Mt U TR, BGE o, 486 2. 3. T I i A%
A A 2 o AR 0 ok 4 B MR B (X, g / mL) Ay A
As by U TR R (Y) A G\ AR AR 1 AT M 1 IE A5 18] 1
JARY, = 1455.1X,+16. 16(r=0. 999 8) .Y;=1992. 0X; +
18.85(r=0.999 8) A AR, FHHH 1  FHER -3 -
O — B A Je 1 o 5 MR FE 4 S AE 4.1 ~41.2 pg/ mL,
4.2 ~42. 4 pg / mL 3y Bl P9 5 04 TH FRZR P 6 R R AT

S e PR RRG ) PR 2 25 . B 2. 3. 2 300 TS YR 6T R 7%
W &, 75% W B LU R R, LA S/ N 10:1,3: 1
F14) Jo5 VA TR 4 ) Sy e R ARG T IR 5 SR A i 4
S RAR -3 - 0 - Hil R AT e =B 53518 20. 24 ng,
20. 48 ng, Kzl BR 73514 6. 88 ng, 6. 96 ng.

R 2% B0 B 2. 3. 2 301 IR A X BRI TGS &
Fie 2.3, 10T A3k S5 3% SRR 2 6 YK 45 AR A T BT
T T REER -3 - 0 - Bl T A RSD 73 51°h
0.41%,0.36%(n = 6) , FRIUAAE B B R 4T

oo MR < B 2. 3. 2 100 AR S A R (HIE S
210112)iE 2, 0 T2 FiE 0,2,4,6,8,10,12,24 h B
$22. 3. 1000 M SRR LSRR SRR -
3 -0 - HilE R AT W AL RSD 4351 0 2. 11%, 4. 36%
(n=8), FRWIHLIK A MAE 2 IRICE 24 h WEEASTRE .

PRI RS % FRIURE ok K (L5 210112)
A, 45 60y, 6 2. 3. 270 R 5 il A A, R
2.3 VIR 0% A5 4 A I S, i S 0 1 BRI T AR

66

ARG FREER -3 -0 - iR TTY
SRy 140. 89 wg/ g, 82.82 wg/ g, RSD 43 Bl
1.44%,3.16%(n = 6) , R ILEE M RIf .

T RE ]t 5 - B R AR R (LS R
210112)2 g, % 6453, 23 I — i o R 118) B — o) B iy
VW 4% 2. 3. 230 B ikl A R A, 4 2. 3. 1T £
T SRR DN R |, 0 S T AR TSR DR 2
W33,

%3 BFEFHENRREE -3-0 - FEEFOMEEKRE
ZER(n=06)
Tab.3 Results of the recovery test of typhaneoside and isorham-

netin — 3 — O - neohesperidin (n = 6)

FiRy  BEAE(ug) WAZ(ug) WFE(g ERE%) X(%) RSD(%)

Ak 281.95 309. 00 590. 80 99,95
281.93 30900 590.80 99. 96
281.99 309.00 61073 106.39

103.56  3.58
281. 88 309.00  619.67  109.32
281.81 309.00 60146 103.45
281.92 309.00  598.02  102.30
FREE-3- 160.78 172.00 345.26 105. 51
0-#BE%F 16378 17,00 347.26  106.67
163.81 172,00 339.48 10213

103.84 2,94
163.74 172,00 338.48 10159
163.71 17,00 335.47 99. 86
163.77 17,00 348.27 10727

2.3.4 HHEEENE

HURE S i, A0 0% 2. 3. 2 350 R 5 e il A bt o v
W, T 2. 3. 1300 (R A5 A AR 2 |, 1 3 06 1T AL
TR S AR 2,
3 iTig
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