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WE: BN 23S AFFAKRNE 1T FARet kRS540 RIEF A ket 09 3 2080 &3 - A F B 5040 % (HPLC - DAD) #
Fik R HPLC - DAD 3%, AR & 2WF A IR &L 7 FARA P RIET ARt B AL ER aRid 225k
FHHEZ A 1. 135~56.762 ng = 1. 073 ~53.674 ng(r=1.000 0, n=6)FE B A 5 mREME X & R4F; FHmAF KR S5 A4
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Identification of Poacynum Hendersonni(Hook. f) Wodson Adulteration in Compound Luobuma

Tablets I by HPLC - DAD
XIE Simin, LIU Zhujie, HOU Huichan, GU Lihong
( Guangzhou Institute for Drug Control, Guangzhou , Guangdong , China  510160)
Abstract: Objective  To establish a high performance liquid chromatography — diode — array detection(HPLC — DAD) method of adulter-
ated Apocynum wvenetum in Compound Luobuma Tablets I.Methods  The HPLC — DAD method was established by using Quercetin —
3 = O - sophoroside and hyperin as reference to identify the adulterated Apocynum wvenetum in Compound Luobuma Tablets I.
Results

and 1.073 =53.674 ng(r=1.000 0, n=6) with the peak area,respectively. The average recoveries were 98.06% and 99.53%

Quercetin —3 — O —sophoroside and hyperin showed good linear relationships with peak area in the ranges of 1.135-56.762 ng

respectively;the RSDs were 1.33% and 0.43% ,respectively(n =6). Conclusion The established method is simple and fast,which can
effectively identify the adulteration of Apocynum venetum in Compound Luobuma Tablets I.

Key words:Compound Lubuma Tablets 1; Poacynum hendersonni(Hook. f) Wodson; Apocynum venetum;high performance liquid chromatog-

raphy; diode — array detection
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Bi/Bs BVRAR €335 M), [) B30 A A S R 1Y) 5 1 U
J5 s A8 IE R X AL T T B A RR Apocynum venetum L.
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A 3B RIER
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Al ~A10;420 B, %54 Bl ~B6; 4k C, 45 4 C1 ~
C5) s DAk 2504 (I 8 4t , g5 P A kit 1 ~8), K
TE2 A R 2504 I 7 HiE, 45 KAED A kit 1 ~7)
W22 JN T 25 it G 0 T o 24 5 B IR A P 2 T A
A i s B AR R BR 250 (HIE5 R 120979 - 200704 ),
G 22 BEAT X IR (FIE 5 O 111521 - 201708, 41 & h
95. 1% ), ¥ B v 2 5 2 SR e R Be (LA R R
R Be ) 5 FELRRET X BE G O s R E M H e R A IRA A
L5 4 DST180404 - 076, & & A KT 98% ); I . &
i (HPLC &%, 5[5 Merck /A ] ) ; DKEE IR (S IR ({03541,
e ERTRLT A ) 5 A Milli - Q B alizk ; HAR I h
SYHTEl, ¥ 8 ) A AEER T
2 HESHER
2.1 BIig&H

#1141 . Phenomenon Gemini Cis #£(250 mm x 4. 6 mm,
5 pum); VB 205 (A) — 1% KBS FR AR (B) , B0 3 vk
Jiit (0 ~30 min B} 10% A—20% A, 30 ~ 31 min I} 20%
A—95% A, 31 ~38 min B} 95% A, 38 ~39 min K} 95%
A—10% A, 39 ~ 48 min I} 10% A) ; it 3# : 1. 0 mL/min;
A : 354 nms A1 50 °C 5 AR 25 pl
2.2 AREHE

PR B R EE X B S 5. 79 mg | 4 22 Bk AF X IR S
5. 64 mg, Ki B FRAE , B 100 mL 255, 0 70%
IR R L A, IS AR e 2R
A% R S A A R UR A BRI A S mL, B
10 mL 2, FH 70% W BB E 205, $257 , WA IR
A% B SRR BUAS i 20 B MR R PR AR, RS R
WA HLZ) 10 8 RS PR, BT IR R %
JA 70% H 25 mL, FRE i, IER AL 30 min, i
B FFRE i, 1 70% FBERNE DR 0 B o, 4850, 4
0. 45 wm ALUIEREIE S, 78 VIR R , B , B15 2
Jr B AR T A s i B AR R 29 0. 1 g, K PR
FE L EOF R B R E A 70% HEE 25 mL, FR A2 5T
S, AL 30 min, BGA, FERRE i, T 70% R AR
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&R 6 A

SRR B TR FR AT, 48 0,45 wm TALIE B g I, 3R
PIUEHR , SR , RIS 25 M Mt it A o F5 P i b D7 T
A I A R 2R B A S e A A R
Dy e, RIVAS B % et VA
2.3 FHEEER

R Y5 TE IR G B 2. 2 TR R IR SR 2
AR T AR A VA TR B X BB SRV TR 4% 5 L, F5 400 T
AR HEREINE | 0 SR (T 0 25 SR FURRT L B 22 BT
{4 B8 BT TR 43 50 24 24 18. 619 min 1 25. 617 min, #i8
M B R I R AR T 10 000, FE2R 43 5 RL4F, H.
B X HE TG T4 o e T LA 1

LRME R R EE 4 HIKG  a BUIR A5 0T BE S TP 48
1 mL, % 1,2,5,10,25,50 mL Z& i+, F 70% H B
P A 205, RIAS 2 90 o o v 0T HE Ot Y 8 o T S R B
RIS B IEWAS 5 WL, FATT (03 SRR DU 2 38
ST AR DAERE B (X0 Ry Al b D AR (V) S G\ A b
PEAFERAE A 25 S WL 2,

k2 AMRXAFRZER(n=6)
A ERcATDEb r &6 E (ng)
B R Y=8.5323X+1.7275 1.000 0 1. 135 ~56.762
UM Y=12.096 X +1.4525 1.000 0 1.073 ~53. 674

R B G o B W 2.2 TR R A I A TR
5 wL, FAIT G35 SRR S2 R 6 UK, I E o 25 R R
1 4 22 BRI I T AL RSD 4351 K 0. 37% F1 0. 13%
(n=6), RYUULIHE B R AT

e MR < U] — i VA T (4 5 o A4, B5),
IR, T 0,2,6,12,24 h HRIITT (035 S5 F
BRI SE o 25 T R L 4 22 B 1 0 T ALY RSD 43 31k
0.51%F1 0. 87% (n =5) , F LR SIEAE 24 h EAE

AP R —HE (45 A4 FERL 6 10 K%
FRAE A A (s S VA T, 45 PP T 3 A PR AR I 2
SR ARRTT S RSD 4391128 0.99% (n=6) , R
HEEMERL.
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B BAEE(g) B &4 F (mg) A% (mg) M43 % (mg) =l 5 (% ) X(%) RSD(% )
A B A B A B B A B A B A B
1 0.5146 0.5146 0.2349 0 0.2838 0.2684 0.5107 0.2655 97.18  98.92
2 0.5063 0.5063 0.2311 0 0.2838 0.2684 0.5081 0.2677 97.60  99.74
3 0.5196 0.5196 0.2372 0 0.2838 0.2684 0.5188 0.2669 99.22  99.44
4 0.5162 0.5162 0.2356 0 0.2838 0.2684 0.5191 0.2676 99.89  99.70 9806 99.55 L33 0-43
5 0.5202 0.5202 0.2375 0 0.2838 0.2684 0.5159 0.2688 98.10  100.15
6 0.5042 0.5042 0.2302 0 0.2838 0.2684 0.5037 0.2664 96.37  99.25

EA KGR ,B A LR,

TRE TS U] — it (4 5 R A4)FEEL 0.5 ¢,
KB FRE 3 6 0, 43 BI0RE 25 IACTE & % JE S T 4 VR
5 mL, FEAE® A 70% F B 20 mL, AR 32 il & A i v
W FEAT CE A e, RT3 iR A5 R L3 3,

o 0 BR A S < BBCAE [RGB 0 4 3 AL A
VR, A 70% FR 43 590 s B 250 £ (4 22 Bk 17 o o5k
WTE N 0.042 7 wg/mL) K 500 15 CE R BR B T
0.041 5 pg/mL), 73 5IHEFE 5 L, R R LA 10 it
FEAEME LN 3 1 PSRRI R (45 SR 2 B ARk T vk
FURRTT 4 22 M6 R IR B 0.1 pgo
2.4 HmRENE

Sy 21 HEE T B AR A TAE S SRR 8 L L
KBe R 1 L2 A BRI A 7 HE AL 2 A BRI 25 04, 4K 32 il
2 PER VR, PR T O R A R R I A
moARIER 4 2R S,

k4 AFFHARA IHBLFINELER (ng/H,n=2)

£S5 FHIRAABRRETH RSN ER (%, n=2)
: AE
R AL
XiF  KRFARAL 0.80 Ak
Bkt KEFART2 0.62 kb
XiEF ket 0.80 ki
XiEF ket 077 kibd
XiFHkets 081 ki
XiEF ket 0.87  kibd
XEFHRAT 091 kb

o

F2s %y R AERE F2s By
Fh FhRT L Al 0.48
Jket et 2 kbd o 0.38
F ket 3 A 0,50
FA AT 4 Akt 0.47
FH Rt S Abd 037
F ot 6 g 0.33
F 4 ket 1 At 0.4
FH ot 8 Abd 0.4
PRIE(HRHER) ARE 036

AFLY HET O ARE AZNF | AFAL %% akF A2Nd

A AL 11086  kt#d || ALB Bl AH® 101.90
A2 76,36 kb B2 k% 90.06

A3 12338 Akt B3 kird 9370

A 6463 ki B4 kird  85.80

A5 7308 kb BS  Ak# 9505

A6 13217 ki B6 ki 85.67

A7 69.10  kibd || AkC  Cl kEE 11876

A8 66.53 ki 2 k#d 56.01

A9 36.43 kit €3 Akt 749

A0 23.96  kt C4 Kb 189.13

€5 A#d 5328

2.5 HPLC -MS &8k

3% 41+ Agilent — poroshell 120 Cis ¥ (100 mm x
2.1 mm,2.7 pm); Fsh A : 2 (A) - 0. 5% B fR 7%
W (B), KA BE Ve (0 ~ 8 min B 13% A—20% A) ; i
2 0.4 mL/ming 535K A W 5E 6B P B X
(ESI-), £ £ = Wil (MRM) , 3 R 7 328 45 )52 Ao L
(m/ 2)625. 0 LT[ )—300. 4, m/ z 625. 0L HL 1 )—
271.2 Fl m/ z 625. 0CXUHL fiif ) —255. 2 AE Ay A il &5 ¥

X, 4 22 Bk A ik B A5 EE (m/ 2) 463, TCXUHE fif ) —
300. 4, m/ z 463. 1L fuf ) —271. 2 Fll m/ z 463. 1(X
HLfRf ) —255. 1 VB A DN 88 - X 5 A1 3 - 30 °C 5 HE A & -
1 pLo Xt B AR (R R 3 ~4) RAEZ i k- (4 5
N4 ~5) I B ARER T A, 45 4 A3 Fil Ad;
Al B, 4’5k BL AT A2;4k C, 45~ C1 Al CS)H bR
W 2P r & 5 HPLC - DAD E S5 R 1048, RSD
BIUNT 2.5% ,3W] HPLC - DAD 3 H1 HPLC — MS 321

ELERT EES,
3 itig

3.1 BIB&KMH%EE

FURRH 4 22808 10 2061k 4l 18 o, R 7
256 nm F1 354 nm A< AEAT 5 R, T A TR R e
354 nm PN, AU FIEFE 354 nm SR IN K A
I RS TR S AR AN [ R £ T AT AN TR
FEIR T B RRH 19 73 5175 00 SR o 45 R i s ), 45 2R
N, K ONE - 1% VKBS BRI W U sl A, 7 Agilent,
Phenomenex , Waters 3 > 5 LU (354 T, R (4222
B H S REAT B R0 8, B BTG T4 5 Bl AR Y
Ty, Al 2 A o B Ak 50 °C O kLT
3.2 #tramdBER

ARIEA A Y 8 L P ARBERY 1 At 2 A R A Al
B AR 6 it Ak C AR S A T B AR 1 3K
Hh A 2B, R ARG HE R s WO R A 7 L DRAE S A1 R
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