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W E R R RHRARERIG R EARE, F ik KRR G EEHE(TLC) kb A b 69 B 18 HE A At 72
Ao RN B RN & k4 RV 2 R A P 4R BR Fe Y T 3R 69 48 &34 ) Diamonsil Cis, A8 4 TAE-0.4% H82 (A = TR
pH £2.05)(10:90, V/V, 5 JR 82 ) 3 THF-0.4% A8 (A = TRz pH £ 2.05) (18:82, V/V, 4+-F 3 ) , i ik 4 1 ml/min, ¥ 5% K 4
327 nm( 2k /R 82) %, 265 nm(H-T 3 ) , AR % 25 C, 24 10 ulo B R H L HFE ARG TLC B 3 5070, 5 B4, 4R
BR Gt T 3 A R JE K o) A 19.7~98.7(r=0.999 5) .25.4~126.8 ng/ml(r=0.999 8) ;¥4 %5 J& AT bk T A
RSD<4% ; An ¥ B % 5 %) 5 97.01% ~104.98% (RSD=3.64% ,n=9) .98.44% ~104.58% (RSD=1.84% ,n=9) , % :hitH=
REHAEA A T K BRI R IR,

KER KARAMGHT I GR0EEGEE; SarMmE gk

Study on the Improvement of Quality Standard of Daziran Wuhua Yin
LI Hui, XIE Xinmin, LI Tengxia, YAN Ming, LUO Xingen, LI Jian(Dept. of Pharmacy, Guangzhou General Hos-
pital of Guangzhou Military Command, Guangzhou 510010, china)

ABSTRACT OBJECTIVE: To optimize and improve the quality standards of Daziran wuhua yin. METHODS: TLC was used for
the qualitative identification of Cichorii Herba, Glycyrrhizae Radix et Rhizoma and Gossampinus malabarica. HPLC was used for
the contents determination of chlorogenic acid and tectoridin. The column was Diamonsil Cis with mobile phase of acetoni-
trile -0.4% phosphoric acid (pH adjusted with to 2.05 with triethylamine) (10:90, /¥, chlorogenic acid or 18:82, V/V, tectoridin)
at a flow rate of 1 ml/min, the detection wavelength was 327 nm (chlorogenic acid) or 265 nm (tectoridin), the column tempera-
ture was 25 °C, and the injection volume was 10 pl. RESULTS: TLC of Cichorii Herba, Glycyrrhizae Radix et Rhizoma and G.
malabarica showed clear spots and good separation. The linear range was 19.7-98.7 pug/ml for chlorogenic acid (=0.999 5) and
25.4-126.8 pg/ml for tectoridin(»=0.999 8); RSDs of precision, stability and reprosucibility tests were lower than 4% , average re-
coveries were 97.01%-104.98% (RSD=3.64% ,n=9) ,98.44% -104.58% (RSD=1.84% ,n=9). CONCLUSIONS: The optimized

and improved standard is helpful for the quality control of Daziran wuhua yin.
KEYWORDS Daziran wuhua yin; Tectoridin; Chlorogenic acid; TLC; HPLC

KA RFACIE i EAE B A6 ARARAE SR AL B 4E
PR T 7 MR 2 04 A5 T 0 P 485 34 1 391, AR 9 £ 56 v 15 Ak
D5 WF T B, ELAT S A e AR TR A L Dt AR 7 2 Tk, R
ZHATFIRANBL, KL, FHB RS MBS R i) | 4%
SR FIRIT e IR AR S A )2 @5 (TLC) X by
A G 0 A SO A3 TR AT E M A T, SR FH TR RO B
(HPLC) 7 I i Hea )i & 1, (H Ay & 4R A6 bt 35 A
FHSEHRO I3 R BER A SRR , ASREAE BRI o D24 A 31 1
PR oL B BT E T o 4b v, HAL AL f h s i
BRI, A it 8 00 2 S B4 B o s ol v, kA R AE 4G
B ORESAEIEAT TLC 2 M5 3], R A HPLC 3 Ak Jy v 4
A6 WIS T PR 3 244 R 28 B R 1) % S, ()RR o2 554K
Rl R 3 = U G = Y P B - B S N

1 #F#l
1.1 (g8

1100 B HPLC A8, A4 M A B8 AGI i (€ [ Agilent 23
w1 s SHZ-D I EUEFR A B2 5 (LSO PR BRI E LS

A BTG A7 AL AR R S B L 5T (No. 14Z-
JZ15-3)

* FEIE, W1 2505 . E-mail : yjklihui@163.com

#IBIEEE B BRI, BFSE7 I B4R, HT : 020-8865
3477

HHEEZG 2016 455 27 B4 6 )

F) ) s HWS-28 U Ha B IE YR K i (i — TR 22 A2 A R
H]) s BP211D #1477 43 Z — L F K (£ [ Satorius 23 7] ) ;
KPO3 B R AL (M iRk RS i P AR BRA ] ).
1.2 HR5EH

KERFACK T INFEX )W R EE B2 7R A 6l S
50171461,20120501 50171391, MLk . 5 g/4%) ; 4548 Xt IR 244
(Ht*5:121384-201103) . H HEXT 2544 (Hik45: 120904-200914) |
ARABAEXT R Z5 0 (L5 - HX14F01) 304 B ) 4 R0 25 b A5 R
ST ST HE L (HE2- 111632-200602, 45 : 100% ) (4R
T Xt HE T (R 1 110753-20134, 455 . 96.6 % ) F 0 [ H [ 45 5
20 R E 9 B s B AR G I Z AR (B2 [E Merck 23 F]) 3 G M
i, AR R o B e, KRR K
2 HEEER
2.1 EME5
2.1.1 FAE BURESLRY R (3 2 50) 5 g, inZ 1k 20 ml, #
(Zh2£.1 200 W, 4% . 40 kHz, F[R])Ab3H 10 min, 31t , 1B
52 1 ml AR N HR AR, 5 B TERT B2 A oK (i 2 5
i) 1 g, FA S W 28 LT RE 2RI . F K F AR
FLABRA J7 R £ 120 A Sl A 1R A A | e A2
TRV 5 T ) B BH A X REA R . 2 TLC 15 [2010 48 i H =
LY (—35) B 55 V BIPHaE: , WH E i 3 R4S 15 ul, 431
BT —RER G2, DD BRI, & TR
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HJRFFGEL A, R FF, U, BT, LA 10 % B R £ BRI, LU
105 CHEFE 5 min, BEEHMEET (365 nm) PG, 258 8o, 4t
AL G e 76 S5 R 2 A0 AR A0 B o A (] 6 4 B
J, HBIPET R IE T, LA 1

Bl mEnHERaiER
LIRS 5 2 0 B 24567 5 3~ 5 A3y
Fig1 TLC chromatograms of Cichorii Herba

1.negative control; 2.medicinal material reference substance; 3-5.test sam-
ples

2.1.2 HE  BHEERBIARGL 250 )5 g, fi150 % L7 20 mi 1]
TEEE 2 h, P i, BRI 4 1 ml, VR AR R . B ECH
T IEZGRR R (i 2 50 0.5 g, FeAHa St ik il 45 i 45
XFRREGPI W o+ F AR FLABRAL J5 Al 4 1 20 Ml 4 e e
BT PR ity , - PR it 0 YL ) 7 12 ) G B A e RV
2 TLC 12:[2010 45 g v [ 24 i ) (—380) Bff 51 V B P56, Wz B
R 3R WA 10 pl, 43 T R — BRI G)ZE AR b, DIE T
BE-CWE-ZK (52122, V/VIV) R EFFH , B F 278 AR
FRELY, JEFF B 5T I8 U 5 % 7 B R BR VA TR, TN 2
BEAUEMT, HOGFR M. 55 IR, sl it ik b, 26 5% IR
2R E AR AL S AR RSE A B, ELBAMEXT HOE T8,
HEILE 2.

G & o

152, 3 4 5

2 HENHEEGEE

LT R ; 2 06 BRZA A 5 3~ 5 AH3Chh
Fig 2 TLC chromatograms of Glycyrrhizae Radix et Rhi-
zoma

1.negative control; 2.medicinal material reference substance; 3-5.test sam-
ples
2.1.3  KFRAE  WURESR (i 25075 g, 2R LK 50 ml,
122 h @A AL IR 15 min, I3, UEVRZE T, FREITHTEE 1 ml il
VAR AT 3 BURKRAEXT BREG I R AR (3 2 59 )
2 g, [l B i s R 25 AR A X BRES TV . R R BRI
AERAL T Rl £ 1 25 1 2 SRR AL R B MEAT i, 42 416300
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VW #8 BH PR X RV M . 4% TLC 1 [2010 AR [
L) (—30) B 5% V BIPUEE , MR 3 R R 45 10 ul, 4331
JT R RS GHZM b, LS Be-IN - FE R (5:1:0.2,, W/ VY
V) RRFFH , B T A B RIFEL N, JRHE U BT
LA 10 % Bk CBEE WL, 1 LA 105 CHLKE 5 min, B 22 ANEAT
(365 nm) F AT . 25 IR, LS 035 i, £F S IR 4
£ A A7 T S A ] B () B, EL AP BTG T, 1
LA 3.,

B3 AR HEREBIEE
BTN B 2. 06 B 2444 5 3~ 5. (1l
Fig3 TLC chromatograms of Gossampinus malabarica

1.negative control; 2.medicinal material reference substance; 3-5.test sam-
ples

22 FEBRHS=ENE"™

2.2.1 faPE4fF  {4%H: : Diamonsil Cs(250 mmx4.6 mm, 5
um) 5 3 S A - ZM5-0.4% B E (] = 2 1 % W )R pH 3 2.05)
(10:90, V/V) 5 i ¥ : 1.0 ml/min; #6300 3 K« 327 nm; #E 3 -
25 °C; M GE: 10 pl,

2.2.2 XPRRTEWEIR RS2 PRI R R T BRI 25.55 mg,
BT 250 ml S In W B AR I A, B AT TR SR
M 98.73 pg/ml AN HE S VTR

2.2.3 MR EWE R BORER A 5.0 g REERE, BT
100 ml #ETE IR A, i AFH 5 50 ml, #7540 38 30 min, 50, 1
i, VR T 100 mi A Y AR DEAR R 3 IR (K 10
ml) , 3% & PR e 4R, FH P B 28, $849,0.45 pm Sl LIS M
UERL, FERVINER , IS8T, 15 .

2.2.4  FMEXTHRS R M4 2K B 2R AR R AL Ty Al a5 T
AR A BTN AR B AR S L 9% 2.2.37 I
O U g B Yot R AR

225 REGUEHMERIRATEERR 25022272237
“2.2.47 TG MRS A A VA U L BH ) BRI A
Fi242.2.17 WU F TS SRR Il sk g R B LE 4. 4]
L, BEARB L S IR R I H AR T 3 000, 43 8 > 1.5, %840
FLLR Ay KT, FLIAMERT B JE T4k

226 PEERBL B RE2.2.27 00 N4 IR 2.0,
4.0.6.0.8.0.10.0 ml, B F 10 ml i, i HH g 25, #2759, 1l
TR B 43 90°h 19.7.39.5.59.2.,79.0,98.7 pg/ml it 2 41 %
T8 AT, R s R BB IR R A X I S IR TR A 10 ul L, $42.2.17
TG (o % 2 A HE RN e SR I T A, DL SR R ST kR
(x, pg/ml) A AR AR T RN (3) AR BR EA T4 [l 0, 45 1]
A5 1 y=16 366x—80(r=0.999 5). Z5HFI, G HEA
T o S P PV R 19.7~98.7 pg/ml,

227 KEHBERE O HUC2.2.27 W T X BE 5L WS i, 4%
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“.2.17 R A S SRR AE 6 IR, TE SR T AR . 455,
S IF PRI TR AL A RSD=0.63% (n=6) , LI ZRE B 5 L UT .

50
40 1
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{,min
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f,min
B4 SEBRMNSHRERIEE
AR s BAAS, s CRI RS IR 14 5R
Fig4 HPLC chromatograms of chlorogenic acid
A. reference substance; B. test sample; C. negative control; 1.chlorogenic
acid
228 FoEtiE  BU2.2.37 3R K 8 R (S
50171461)id i, 439 FALE 0.2.4.6 8,10, 12 h BT HEREN E
WCRIET AR . G521, R IE T AR RSD=0.91% (n=7) , %
AR A AE 12 h N AR E .
2.2.9 FEIZMERE  ORFRARIUE —HERE G (5 50171461)
T, 4512.2.37 T Jr kil & B a2 6 4y, 4 12.2.17
TN % S5 AR A O SR IR o 2528, S R 0 1T AR 1Y
RSD=3.97% (n=6) , LMIAJy s G P R4 .
2.2.10  INFEEIECARATS  BE RS A (45 :50171461)
i, A6 0y, A3 AN AR | AR Y £t R X B
“2.2.37 WU Jy i A AR S, TR 2.2, TT S AR
HEREI A, THEAE S o ISR iR 5 5 g 1.
F1 FEBMFERNKERRIEER (n=9)

Tab 1 Results of recovery test of chlorogenic acid(n=9)

it BwE WAE,  WEE, TRk EENER R,
H.g fmg mg mg %, % %, % %
25922 6.974 3.864 10.792 98.81

25921 6.974 3.864 10.722 97.01

25913 6.972 3.864 10.745 97.64

25011 6.729 4832 11517 99.13

24902 6.700 4832 11.501 99.40 100.86 3.64
25013 6.730 4832 11517 99.11

25022 6.732 5.800 12817 104.98

25019 6.731 5.800 12.786 10447

25025 6.787 5.800 12.873 104.93

2211 FREYPERETR S E I3 HEAR L AE i, %

“2.2.37 IR J gl A A VA TR, PR 2.2 T (A A 1
HEREIAE TR S i SR AR 2,

23 HTEHHEEUE"

2.3.1 gL 3% Diamonsil Cis (250 mmx4.6 mm, 5
pm) ; JLBIAH : Z5-0.4 % W2 (FH = 2 W% W pH % 2.05)
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(18 :82, V/V) 5 Vi ¥ + 1.0 ml/min; #5303 < : 265 nmj A% I«
25 °C; HFFERE: 10 pl.
®2 HRPEERISEMNELSR(n=3)
Tab 2 Results of chlorogenic acid contents determination of
samples(n=3)

Hidt s SR mg/g
50171461 2.69
20120501 1.69
50171391 435

2.3.2 XTRESEWTRE RSB RREUR T X IR 31.69 mg,
BT 250 ml A, 0 F A R E A B AT T VR
k1 126.76 pg/ml (IR HE IR -

2.3.3 SR E S BORESL 20 5.0 g M EROE BT
100 ml 4fEJE IR , 1 B 5 50 mil, 48 75 4L B 30 min, 04, Ui &
100 ml A, A HF B R4 T 3 Uk (R YR 10 mil) , 3k 7 i
PRYEIEAR, T i RE 25, F250, 0.45 nm AL B RE , TR e iE
W TSR TR W, RIS

2.3.4  [AMEXT IR I w A HK B 2R BRI AL Ty Al a5 T
oA B AR 0 BAPERE B I ¢ 2.2.37 300 Jy il i o 4 X
RV

235 RGUEMAERBMTEERLE  /lle.3.27¢2.3.3”
“2.3.47 T o B R VA TR A S A TR L B o A TR A
Fi42.3. 17T T 3% A PREAE iSRS L BRI 5. IRl S AT
AL PLSHCE S TS AT 3 000, 43 B > 1.5, % A4
FELR Yy B BT, FLIAEXT BEOC T

80 1
60
E’é4o
2 "
]
[
5 {0 15 N 5

5 10 15. 20 25
t,mm
C
E5 STTFHEMBRREELEE
AR 5 B SS  CL M IR 1T
Fig5 HPLC chromatograms of tectoridin
A. reference substance; B. test sample; C. negative control; 1.tectoridin
236 KMCRFTE REEEI2.3.2700 N A 2.0,
4.0.6.0.8.0,10.0 ml, & F 10 ml 3R, B e 25, 5621, 1l
B R 430 A 265.34,50.7,76.1,101.4,126.8 pg/ml 1Y 57
Xef R VA R R T AR R G R A4S 10 l, 242,317
TR i 2 A R I SR T AR . DA T T e (x,
pg/ml) J AR TR () PN AR T4k B, 45 [l
TR y=41493x—61.64(r=0.999 8), 45 HFM, 5T H M
SRR e LRI [l 25.4~126.8 ug/ml,

China Pharmacy 2016 Vol. 27 No. 6 - 813 -



23.7 AFGHERE  HUC2.3.27 R %F B AL A WOE L e
“2.3.17 T N AU SRR AE 6 IR T SR AL, 25,
ST RSD=2.14% (n=6 ) , FE WL FoAE 55 1 RLAF-.
238 FagEtEiRE  He2237 W Rt R IE W (S .
50171461 )3 5 , 43 FHE 0.2.4.6.8.,10, 12 h B HEREINE
TOSRIERIAR . 4525, 3T T IR L RSD=3.07% (n=17) , 3
W BER SRR 12 h AT RE
2.3.9 FEEMEE AP —HEE M (5. 50171461)
I #2.3.37 T R A A A TR 2 6 4, TR 2.3.17
T (0 1% 05 (AR ERE DN 2 T SRR AR . 255, 9 T g i AR Y
RSD=3.02%(n=6) , RMAFLELRIT.
2.3.10  JnFE R SIS B AN AR S (b 50171461)
ST~ QR o i s 1) | PANE= "IN AN (19 0 R IO R £
“2.3.37 0 N 5 i AR S A, 2.3, I T B A
PEREIE , TR S & SR R S5 R % 3,
#3 HTENHEERRRIEER (n=9)

Tab 3 Results of recovery test of tectoridin(n=9)

Ik Hf AR, WEE, R FIIE RSD,
g ,mg mg mg %% W, % %
25922 420 3.997 8.174 99.39

25921 421 3.997 8.191 99.82

25913 4220 3.997 8.199 100.04

25011 4073 499 9.028 99.77

24902 4.056 4996 8.980 99.16 99.90 1.84
25013 4074 4996 9.267 104.58

25022 4075 5.995 9.987 99.28

25019 4075 5.995 9.937 98.44

25025 4.108 5.995 9.980 98.61

2.3.11 KRR S RIE I3 AR A A, 0 AR

“2.3.3" T Jy ik il A S S VR, T 2,317 R i A
VERERE , T SRR S & i S5 R L3R 4.
R4 HRPHTFESENELER (n=3)

Tab 4 Results of tectoridin contents determination of sam-

ples(n=3)
et s BT mglg
50171461 1.63
20120501 212
50171391 313
3 it

3.1 HEEH

4% B G BAPERE S AR R O — A BE U ) (RS
{H290.625) , HAWBE i A4 THE . ik, A0 2 65 i ] —
o2 A B SRS 365 nm KGR, R IAESE AT KA R
U B AR A2 A (0 1 TR B AT (2 2 BT A (FE RS 5 24 0.625)
PLUF B4 BE S A T, T4 (BT 5 DL B = A (0 5
SONBACRFIERL Y SRR S E T . R, e TR A0
T 365 nm ZbAGA , (388 i €35 A X R 24 A €6 i LB A AR
L L SR R B A D B s o SR ARAE 1 S ) 7 i
ALSE ARRR TAE S, t 0 6 i 2 G S B JE A AE
Xof BEZ AL, ARG R FH T AR AU 24 A PR W) 2 A4 1 Rk
HRZ b, LA Hh IR T (B a5 (HUAS(E24 0.525) &bk B8 45, B
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PEXFIRTE T, H S b F G AR HE 105 “CHLRE 5 min ek
SRR ZEBE S5 T 00T, FRO B2 b i A kT AT (L
FEAE L 0.875) Ab Ky BT A4, FHPEXT FEG T4

32 SENEPRBUATINIERE

FR A G 41 g IR i A b i i 5 8 T

50% L 70% L FE A O FE PR IACR . 5 R B R , H F I

70% TR 30 min BRI T11, M5 45 S AHI , Befg o0 2242

T 5 T R A2 R 50 9 H SR 75 30 min SR BUSRRAR , 4545 SR A

I RBEEE IR ZRG R, B B D SRIUA T, (A5

FE 245/l AT T, SR AR I (i o 25 [T

3.3 SENEFRINEAERE

EH SR O -K L N -0.1% BE TR | FF E-0.05

mol/L B iR — A B AFE IR s Al , R I G T 3 5, i

SN R AE A IR S AR 25 A 5 I TR A8 7 5 R AR 73 4

40.4% , R Ry pH<2 25 Gy (i 4545 , e 45 T pH2.05.

Y H HL AT AR ELBI Y 2504 % B IR Z 40, 2 1 [R]

W i, 25 SRR DL 25 -0.4 % BR RV TR (10: 90, V7)) |

S LA ZG-0.4 % BB A (18 : 82, VIV VET SRR I 45 S 4%

Ui, 0 0 g LAt 2% T 0 438 P A, AR B B D b, T AT

25 Lk AR R = AR AT R T K AR R TR

Ky
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