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W OE BN ET@ENBENREARE, ik RAEEEIE(TLC) Exr A PayF N &RE B Fhimamis); k
JA & 2ok A8 €5 (HPLC ) i& il 52 4] 7] o oiwdk 8% 69 4% &35 4% 4 Kromasil Cs(250 mm=4.6 mm,5 pm) , i@ 30484 THE-0.2 % B8R 75
B (11:89,V/V) Al sk & 4 323 nm, %R & TLC B PRe iAWt b e @2 F M FReidriese b, B s BT
W F B IR, oR R 69 ST 2 R E A 1.68~107.60 pg/mliE B A 5 s @A RSL 2 RIF0 &M X A (r=0.999 5) ;M % E AT
M EH AR IE 09 RSD<2% ;A& P | 3 S IR JE 5 B S x5 6 - 3 e AR w M R 55 99.07% ,99.10% . 100.17% ,RSD 4~ %] A
1.21% .0.41% 0.61% (n39 4 3), #4536  Fradr AT A TiasBsey me4sh .
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Quality Standard of Tonglin Granules
AN Jun', PENG Hui’, WANG Yun', CUI Gang' (1.Dept. of Pharmacy, China-Japan Friendship Hospital, Beijing
100029, China;2.College of TCM, Beijing University of TCM, Beijing 100102, China)

ABSTRACT OBJECTIVE: To establish the quality standard for Tonglin granule. METHODS: Taraxaci Herba, Houttuynia corda-
ta, Cinnamomum cassia and Typhae Pollen were identified by TLC. The content of caffeic acid was detected by HPLC. The deter-
mination was performed on Kromasil Cis(250 mmx4.6 mm,5 pum)column with mobile phase consisted of acetonitrile-0.2% phos-
phoric acid(11:89, F/V); the detection wavelength was set at 323 nm. RESULTS: TLC spots of them could be detected clearly and
were specific without interference from negative control. The linear range of caffeic acid were 1.68-107.60 ug/ml (»=0.999 5) ;
RSD of precision, stability and reproducibility tests were all lower than 2% ; the average recoveries were 99.07% (RSD=1.21%,
n=3), 99.10% (RSD=0.41% ,n=3) and 100.17% (RSD=0.61% ,n=3) at low, medium and high concentrations. CONCLU-
SIONS: The standard can be used for quality control of Tonglin granule.

KEYWORDS Tonglin granule; TLC; HPLC; Quality standard; Taraxaci Herba; Houttuynia cordata; Cinnamomum cassia;
Typhae Pollen; Caffeic acid
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T4 ZK-2BS A H A 028 TR AR (LT Hh A SE 56 F g
FBRZA ] ) 3 SHB- AU IR /K X 22 FH 2028 9 G NIRRT 52
A BRZF]) s EYELA N-1000 B e 2% K AL (H AR 45 B pR X
2xt) s ZF-90 T R A 5K 28 A0 AL (R B L GALER ) )
LIBROR EB-280 %4 i, ¥ K- .LIBROR L-200M - J5 432 —
HF R (HA B HEATE]D .
1.2 #HE5KH

T8 Ik R (15 £ 20070925, 20071011, 20071017) K 44 i
PR S 34 P A B B e 24 2 ) R 2 L 5 i R (At
5:885-200001 ) Je i (H165-: 111710- 200513) 5 Bl A2 (it
51 110860-200406) | 5 [l 4= R -3-0- Hi 8 & (#t 5 .
111571-200503) A8 (41b5: 111573- 200503 ) % ff i 5 £
JIE 56 IR 24564 (A5 2 1046-200001) 0 F Fb £ 50 24 S A
WFFEBE ;s G G REIE GFs (35 S AL T2T) 5 /K i Millipore
EAtK , T A At .
2 HAEEER
2.1 FEMLES

2.1.1  HAYE AJERIR TLC %50 BUA 2 10 g, sk 60
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ml, Z PR 16 30 ml, iN#AMIE L b, B&id, 70 B R LR, /K
T R SRR S 2 U0, 51K 20 ml, &3+ L8 LR,
FRTEPE DA 2 g lite, &3, JEMOKIBZE T, BRI I HF % 1 ml
PR VR AR AR . S BOOH AT A F B R 2
10 g, [R5 i B A D8 A 35 R B ) B . TR
I BHPERE L2 10 g, [R5 ] B et o () BF P X BRI . B
I Xk B o R R A 1 ml 3 0.5 mg (RS TE , 1E h e
TRt BRI T . R BRI X B2 R 4 g, Tk 40 mi, Ak
M1 1 h, S8, ISR A R IR IR FEHEEL 2 K, AR 10 ml, &
IR TR KB ZET BREIN TR TR 1 mlEF R, N
RN IR AR, IR TLCHEMRG, W R Hi4% 10 ul,
O3 0 T TR — R G2 AR b, DL - 20 2 TG - H - P R
(5:1:1:0.2, V/VIVIV) RJETFRN, JETF B B T, B AR AMEAT
(365 nm) TAGHL . Z55R LM, S il C b, 76 15 o mE R X i
TG £ R G By R 2 VA O VA ol o | [ R N k7
R FPEXS BRIC T4, A AR R TLC EILIE 1,

123 4567
1 BrR BEFERTLC
LI B (BRI A8 A7 45 ) 5 2 MR XS B 5 3~ 5. ALl 5 6. ff1 U
Xof HEZ b 3 7. B x B (e i )
Fig1 TLC of Taraxaci Herba and H. cordata
1. negative control(without Taraxaci Herba and Pyrrosiae Folium) ;2. caf-
feic acid control; 3-5. test samples; 6.Houttuyniae Herba reference sub-
stance; 7. negative control(without H. cordata)

2.1.2 FERIR TLC %Y BUARSZ10 g, JIvK 60 ml, i #:44
MBI | FiHE i 2 70, N 288 2GR L mil, i el 3 1
h, 508 LR LRI AN IR S TR 59 BB A 1% R A
B2 10 g, [ ol B RAEAS (%) BRI X BRI o PR S T i
b IR CTRHSAE L ml 55 1wl B, AE R BRI T
HE TLC 1A, W R4S 10 l, 43 51 F IR —fE g G
WZEHE, LA (60~90 °C)-ZBRZHR (17:3, VIV) R JETT
FRFE BT WL 2, 4- AR 2 R, HOE TR
Ko 25 AR, A ih v, 76 5 R T BE T € A
FONEE L, AR B A L B 5 B X RE G T4 . A
M9 TLC KWL 2.

2.1.3 G E Y TLC %™ APy, bl A B, &7 10
go AL3IN80% £ BE 120 ml, INEAIAI 1 h, P83, s8I zE 1, 5%
B2 R 10 ml, NP R, DA, DER4E %5 2 ml /E N
HER TR AL DI TUEIHE B I B MERE S 24 10 g, I3 il st iy
HEBIMERT BT A FRIBUR: BRAR 20 IR I LR BRI g
1 ml & 1 mg (TR, 1A IR VA R AL B TLC MR8,
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W B RIS RAS 10 ul, 53] 8 F A —HE i GFos 2 A |, DL
H-ZMROTR-HIR(5:2: 1, VIVIV) IRIFH], B BOH 5T,
BEEHMET (254 nm) MR, S5RFH R A @ik 7F
S5 RE T A G N A0 L S A ) A S R 5 B R
ATCTHE, wlE TLCIE T WL 3,

3

12 3 4 5 12

2 HEHATLCHE
LB A B CBRAEAS ) 5 2.4 B2
F et R i 5 3~ 5. A3y it 3~5. (i A
Fig2 TLC of C. cassia Fig3 TLC of Typhae Pol-
1. negative control (without C. len |

304 b
E3 HEMTLCHEI
LOHPERT IR A5 2 5 B A X R

cassia) ; 2.cinnaldehydum con- 1.negative control A; 2.isorham-

trol; 3-5.test samples netin control ; 3-5.test samples A

B {7 17K 30 ml ZKARAIIE T 20 ml, % %€, 75 A3 (3
2300 W, 455 : 40 kHz) 1 h, 385, K W& TP A R0 OE T B
B2 R, ARR 20 ml, G IFIE TESR , KR Z8 T, AR I B 2 ml
R AE AN AT B 9 U B A BAPERE AR 24 10 g,
[0 325 ) e 5 %) B P X6} BV B TR A K -3-0- i 8
BT A AR BRI A 0 R 1 ml 1 mg BV
W, AT RS IR B . Co MR TLC B™iRER , W R IA A
10 pl, 505 5 F [ — B GFos HEZ ML, LA 2R 2 B6-T - F
BR-K(5:3: 11, WIVIVIv) MJEFFR, R FF  BUE i T, HE
Rt Z5RFIT AL B g, 78 5 X B AG B L C (i AH b
FIALE b, S AH R A SR BE A BAEXT I B IE T4, FEme LA
3% — AL QAT T 5 B R AMEST (365 nm) PG .
5 ILREH 5 B @, 26 S50 B B C AR I A o
-, AR B S EBES FI X B E T 9. 3
TLC KT UL 4,

2.2 WMNHIERH) & ENE

2.2.1 {AEE (A Kromasil Cy(250 mmx4.6 mm,5 pm) ;
WA Z5-0.2 % BERR VAR (11 :89, V/V) s Yk « 1 ml/min; 46;
MK 2323 nm; AR - 40 °C 3 gERER 10 ul.

2.2.2 XTHSER A A RS 2 IO E R X IR A 5.38
mg, B T 50 ml G, I B O 4, BT vk
107.60 pg/ml A5 A SH I 459

2.2.3  PHXSERE A HIAY B ARA 1 g KEFRE B
ELIEHET I, RS 25 A B 5% FF R AY HY BI04 25 ml, 55 3E
e B, M b ()R . 300 W, 41K - 40 kHz) 30 min, J#2,
FEFRE T, I F 5% H IR Y PR R VORI AL DRU2R T 2, B2
FHT MR8 a8 ek, o 2 B0 10 ml, 28T, 5kt 1 H s
fRFEE AT, B 5 mlaE i, F8 4], FHRALIERE (0.22 pm) YEd , B

TEIEE 20UEENEFISE



B
B4 HEHEHTLCEI
A HOEF 5B 365 nm 5EAMT T 5 LIIHEXS BB 2. 57 Bl 2 3R -3-O- B i
X B 3 AR TR L 5 4~ 6.8 B
Fig4 TLC of Typhae Pollen Il
A.in daylight; B.under UV lamp at 365 nm; l.negative control B; 2.

isorhamnetin-3-O-neohespeidosiole; 3.typhaneoside ; 4-6. test samples B
UEIAE N B AR

2.2.4  BIVEXT BSOS BOBE 0 A I B PERE S
T, $2.2.37 I i A [ X A -

2.25 ERMICERFE KB WRIBO RS IE ARSI B
A3 90 )k 5 e BE A 1.68.,3.36,6.72., 13.45., 26.90., 53.80,
107.60 pg/ml 0 I %o BE S T 0, AR UK T A VBRORH EL 3L, 44
A T SR I e AR DAV TR () SRR AR, %
HE SV VR TS Ve B () S A b, (A T2k DA, 75 1
y=0.023x—0.632(r=0.999 5,n="7) . Z5FLN, mInEmR i
eI A 1.68~107.60 pg/ml 3 [l -5 06 i B A 522 R APk
2.2.6 EJEMIRE AW AR X BT
X BRI VRS 10 pl, 43 A ABORE G343, 42 1A 0 33 2%
FE o BRI B X B R I R A % o AR 1 0 A TG
T g LA 5.

15 100
75 1
:10 g
= 50
5
25
T T T T T T T T T
0 5 10 15 20 5 10 15 20
f,min f,min
A B
250
200
=150
100
50 1

{,min
C

b EMEEEEE
ABIVEXT R BBIMERR XS et it s CARC, 5 LBIHERR (0=12.1 min)
Figh HPLC chromatograms
A.negative control; B.caffeic acid control; C.test sample; 1.caffeic acid
(#=12.1 min)
2.2.7 FEPREAE ORI IBOHERRXT IR AL (53.80 pg/ml)

2GS 2014 4F55 25 455 15 )

10 pl, 78 AJBAH E IS, 48 b3 (058 4400 i v e B, 342 3F
FEME 6 7K. 459078, RSD=0.17% (n=6) , Fe WAL 2k 535 |
KA.
2.2.8 FREMERE WUl — MG 10 pl, 32 AR AT A
PF53 5 T4 05 0.2.4.6.8.10 hE B HEAE, M I AR, 45
RIR,RSD=1.23% (n=6) , KWL b AL 10 h INERE
229 HEMWRE  HUE—HAE S (LS 20070925) i &, 4t
6 1% KRG BEFRAE , 2044 2.2.37 TR Jy il 45 s v o, A%
R R A W TR SRR S AR SRR RRAL
WINMERR A2 5 5 35.52 pg/g ,RSD=1.34% (n="6) , F£IHAK
DB E R RAT
2.2.10 ARSI BCE o A [l — R S (e
35.31 pg/g, #5:20070925)1.00 g, T 9 4, K BFRAE , 55 3 10K
— 2, 43 BIRE B IR i ST e v B 118 o B A R i,
“2.2.37 WU Eh A A S VAT, PR A A e A
SE TR AR EDICR 251 LR 1,
F1 MMEERKRRKEER(n=3)
Tab 1 Results of recovery tests(n=3)

Wbl HEAVEREL g MARLpg WEE g MIE% X% RD,%
1.032 36.44 26.90 62.89 98.33
1.025 36.19 26.90 62.67 98.43 99.07 121
1.034 3651 26.90 63.53 100.44
1.023 36.12 3228 67.98 98.69
1.088 3842 3228 70.54 99.51 99.10 041
1.026 36.23 328 6822 99.11
1.012 3573 43.04 78.96 100.43
1.017 3591 43.04 7921 100.60 100.17 0.61
1.024 36.16 43.04 7897 99.47
2201 FERE TG TSHCRE 438 Bt R 5 R

“2.2.37 TN Jy ) A B VA o R R SR PR X B
WSS 10 pl, TEABOR €5, 72 E 3R 6% A5
FE TR, $ AR AU T BT SE0RE t eh vl AR 1 5 o 45
SRR, S 20070925, 20071011, 20071017 HYAE &
PR 3 B 35.31.,36.73.38.15 pg/g(n=3).
3 itig

TE DL TLC S5 #2745 i IR 2010 4R R
L 24 30) (— 00 ) w2 S 1% S 3 Jr PR A L R B A5 TLC ]
T rP R R ) RARAS 5 5 S5 SO SO BT 2 9 AR B 1k K
TLC JEIF RS, MIHERR 19 RAEA N Aid o 7EMCT PR i &
B, B TR 2 D P S P it A OO P2 P AR S A AT T
SRR ] SCHR R BR, A T3 v A 5t A R e S T 1
SR A ST AU At

T ALY TLC %51 3 i b R B, 1T SO 7 1) 2 9 2
9l ) R P T U e, e ¢ 3 R R [ — o kA
WA RCR . IR L AT DU Y BRI 26T BE 2 A 2 0
R TR (18 X 107 A 5 A BRE A, (EL Ry i 8, 55 WA R P9 2 B 5 3
AR, HORTE B A S SO TR . s firh, 4
MR 3k 5 9% B BH BR VA T L 10 % B IR . Vs VL 10— T 75 Y 46
AR BRI,
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TEH 0 TLC % 513 Fe v, B O RE i d5e SR FH 80 % 21
T TETE (0 )y TR A B, 25 SR S A R T IS R R IR, T
DA T R S50 5 T SO R P R IR K AN IR T EE AR
Ik BOR W . B A RTLUE Y, HEEAR PSR 3% — 1040
VR  TES A ST (365 nm) N & I RYEE S sk, o7
TSR AT

WA BN AT B 2, H A BT 808 o3 KRR | 54 A
AR AR S R ST T IMERR (1 S . IMERR
ZRIEBFRIACE Y, LA B R B A WL EL A T X 3R R A7 e
T i v] (A HLRR SR 5L A8 M B R I S R & 5%
PR %) P P TR R R BB 1 . 2010 4R R F [ 25 )™ A B2 A
R SCHRU P38 2R FH R - Rk 52 VA 3R e S I e 5 0
FE MRS (H 2B B EE 5 S B SR A, L sl
AHEE BB, e R AR IR S LR i FE R k. R
RS 3 H NG -0.2 % BE IRV T (11289, VIV )AE A BhAH
VA VT T 5 6, A B AT

25 L, TR v v A R 4 T A
Sk
[1] BRSGLZL, 8 ese 52 Jy il i) vty 2 555 A 9 1 S 5 [3]. 49

d B2 & ,1997,13(S1):89.
[2] HERHMTEG 2 F e AR Ao 25 g —3R[S]. 20104
. AU s E L 2R R, 2010 2 BF 57 34 (B 55 63

331.

[3] A% whZE0% ) AT SUBT S An eI S [J]. &
[E EF,2005,17(8): 76.

[4] SKIKIE, FSC0R, XIHIE, 5 38 2256 00 BT AR ifE i 55
[7].% B ¥ 25 % & ,2000,25(3) : 136.

[5] FRASE, I, XA A [] b DX 5 2 B rh il e 11 55 o
W] 9 B ¥ 25 % % ,2006,31(9) : 776.

[6] JESCHE, TRHEES S A0 ol R BT R AR IR 3R [J]. F 4 F B
% 59],2007,25(12) : 2 640.

[7] FEWRAE G EOF o2y 2 W T A8 2R i AR 5[],
b2 506 R 22 ,2000,11(4):234.

[8]1 Burilt, fefh S, X122 5%, & 10 5 v UL BT i AR A A 55
[J].% ¥ 25,2001,32(3) :221.

[9]1 XUk, EWesi, F 4.8 2 e Jr MORL BT = bR i 5% [J].
% %25 ,2003,25(8) : 624.

[10] 0L, 3208 A, 55 A DS R I 1 I AR TR AY
[J].5F % E E H 25,2008,19(9) : 2 064.

[11] AR, T2, BRRE , 5. HPLC [R]EHI 22 v 2 g i
MR AN S R 1 2 B [J]. o A% 25,2008, 30(10) : 1 553,

[12] 5KE, TRk, T30, 5 HPLC 74 [F R e i 9
TR LY & [I]. B 25 5 ,2012,23(1) : 72.

(cf 5 11:2013-04-02  {&[a] H 1]:2013-11-06)

BRDENITNEERAREEE BRPELNEERRKIBERNRTEA RRINEREE

AFH 20144E3 14 H, FE AEMIH A FZ A 46
FAT B R P BE 254 TR e K SR A 4 [ B U Tk
SR T R EH R R & Bl b e 25 Kk SRS O LR K
W RO o s, T, s 24 R A AR AT ) L
WL P E R 2y T SO A AR A SR e ] A 1
W AR R 2 R AR T T LTI . — R R 2R
SRy R R ) T A R, AT AR R AR R T A R i R
AR RAE R o P B 2 PRI AA B TSl CR A PRy |
TRIT R RE R BN, TR A A S DA R T
55 0 2R, A B T 3 BUR AR Z A T BEA AR I
AIRESE ORI | b G 01 5 0 e R € B R R R T
AR R, R EZE R E R LTI, v Lk
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ZEREATE L AE e &RV B R A R ek, =
e BE 25y HAT QRS R B BRI, AT LA A S it B 4K
Bl R AR RAER . B 22 3R I EOR 2 1A A
PEBR R 80K , W] LAt N 2 R R LR BT ) 28 1 101 R K
Mo DR R 250 A TS B SCIR R UE, T UK RS & ALk
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I A DA 2o R BT, Al .

(— )R rp B2 2 K R 3] Ohy [ 5 A5 s, i o St I 2 o R 24
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