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Abstract: Objective To evaluate the quality of Houttuyniae Herba decoction pieces sold in Shandong Province, and to provide a
The quality of 33 batches of
samples produced by 25 enterprises was evaluated by the relevant provisions of Houttuyniae Herba in the Chinese Pharmacopoeia

(Edition 2015,Volume 1 ) and the Chinese Pharmacopoeia (Edition 2020, Volume 1 ). The content of lead (Pb) , cadmium (Cd),

reference for quality improvement and supervision of Houttuyniae Herba decoction pieces. Methods

arsenic (As),mercury (Hg),and copper (Cu) was determined by the inductively coupled plasma — mass spectrometry. The content
of neochlorogenic acid, hyperoside,and quercetin was determined by the high — performance liquid chromatography (HPLC) method,
and the test results were analyzed by the chemometric methods. Results The qualified rate of 33 batches of samples was
100. 00%. The exploratory research results showed that the Hg content of one batch of samples exceeded the standard, and there
were significant differences in the content of neochlorogenic acid, hyperin, and quercetin among different batches of samples. The

results of chemometric analysis show that 33 batches of samples could be clustered into two categories (Class I and Class II ),
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decoction pieces sold in Shandong Province is good,but there are

with Class

samples being further clustered into two subcategories. Conclusion

The overall quality of Houttuyniae Herba

significant differences in the content of each indicator component.

The current quality standard is relatively simple,which needs further improvement.
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i i By = H R Y BR SF Houttuynia cordata
Thunb. FA85H 4 ol T4 385, BLAT 5 PV TN
JHHER R RGBTz oA TR E M &8 R —
R £ W FHA L -2 RS R, 0 R B A B SS |
X AR LM YRS Ha T
PR PO B PLAE I R DR T B i o 55 2 B2
VERD W PRI A (B e 2 10 Ry 4T T it LU 2R 28 P9 i
IV PR f IR 14 S0 o, DR BRE NG AR FH 24 %2 4, AR
FEHHE 2015 4F RUFT 2020 4F iR [ 24 i (—30) ) £ i 5
TN A R VR T 25 A 7=l ) 33 Lk fa i F ik
R FEUE T TR R BRI T AR R
EICR EEIIS AL (G Wk M) FE HLRR 2 A 43
CBreg I ) i) & it s SR AR 2E T T 28 07 o o 245
PTG RIURE it 0 6 14 2 S, S B B AR i H
B WA TSRS RE IR
1 NE5IKH
1.1 {¢z8

XS105 DualRange 4 7317 K *F- (Fig 1 Mettler Toledo
INFEL BT 02— ) 5 Agilent1260 #2550 A €2
HEAYL, 7700 Series % HLJEHE 5 55 B 1A BT 35 (ICP - MS)
1, ¥ [ 55 [ Agilent 23 7] s ETHOS UP %% 7 i A%
(KA Milestonestl 22 7] ) ; Milli — Q Advantage A 10 Ui

47K (SEE Millipore A 1] ) ;G — 080S AUH IR AL (G|
TIRKRBTR VA ATBRA ], TIPRA 480 W %4 40 kHz) .
1.2 X%

CNE W BEE(EREal) s (egst) , il B fEE
Merck 23 & 5 R (/AT 4l , KRR Ak 24 30550 A FR
OS] 5 /K R FRBALK 5 B I TR R A (ISR 110834 -
202104, 1M 99. 7%) M HE H % IR S (AL 111538 -
202007, % & K 93.5%) , 4 22 Bk 17 % B (HE S R
111521 - 201809, & 4 94.9%) , ¥y [ v E 12 5 24
o 6% RE I 9 e 5 3T 2% i %o R 5 (i o 98 K I 2 b
H R F L #E5 DSTDX001503, 7 4 98. 0% ) ; 4 Fr
HER W (I A 04 Jm X i T a0 il oy it 5
9203018 — 1, T A 1000 pg/ mL) ; Z e EbriEE
W (LR 51 - 042CRY2, BV EEH 10 pg / mL) , 5K A%
AR (LS 12 - 20HG Y2, R 4 10 wg/ mL) , AR
PR LS4 54 — 080CRY 2, iR HkE A 100 g/ mL) ,
¥img [ 25 1 Agilent 23 7] 5 M PR B AR R (33 LR, /5 A
Y1 - Y33, FESE B 0L R DSR4l 25 %,
R 1T RIS K IR S Kb 1 K
2 HEEHER
2.1 IR

AR ASEIN B BE o 25 5 AT | 3 T R IR 214

*1 BEERAERER

Tab.1 Information of Houttuyniae Herba decoction pieces
#’f’é& R . :}Mf PATARAE ‘ irsf}s’n R . #dzﬁ PATAF A ‘
%5 HIR (PR Z(—3))) %5 HuIR (CPEZ(—3)))
Y1 Z@gds g LA 2015 4% YI8 EFHHM LA LA 20154 i1
Y2 ESFHLH B LA 2015 4% Y19 EsaM ik LA 2015 4F iR
Y3 ESFMHM Tk L& 2015 4 % Y20 #EEs &% LA 2020 4 i1
Y4 ZE%EE Tk LA 20154 1% Y21  EFMHM T LA 2020 415
Y5 EFMM k. LA 2015 4 5% Y22 ERMHM LA LA 20154 i1
Y6 EHFAM A LA 2015 4% Y23  ESFHH E# LA 2020 4 iR
Y7 ESFAME  Z#H LA 2015 4 5% Y24 EFMHM T LA 2015 411
Y8 ZeE%E Tk LA 2020 4 i Y25 ERHM Tk LA 2015 4%
Y9 ESfMHM LA LA PIRES Y26 < BEAHM EH#H LA 2020 4 #&
YI0O EsHH Td LA 2015 4 Y27  ESAHH E#H LA 2020 4%
YIl  E#FHH i LA 2015 1K Y28  EsHM Td LA 2015 41
Y12 g@®%iE Fhk LA 2020 4 i Y29 @ ESMM ZH LA 20154 %
Y13 EFMHM T L& 2015 4% Y30 EdHH Z#H LA 2015 4F ik
Y14 ESFHHM LA LA 2020 % Y31 EF#HHM Tk LA 2020 4 #%
Y15 EFMH T L& 2015 4% Y32  ESAHE EHE LA 2020 4 ik
Y6  ESHM RH LA 2015 4 5% Y33 z%#is Tk LA 2020 4 #%
Y17 A4k WA LA 20154 %
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PRI 7 BEA (o PR EL A R TR A 56, 33 L TR R
i PIAF B B AE o AN [R) L U 1 o R 0k R i e AR AR
FFECR AR, il RS R AR KA FER IS A K
PEIRJE SR MRAR L B R [R], vT BB 5 £ B RAR A AE i
PR35 R B[] AN [ 1 5 S50 B 43 5 1 kAR AR A
S
2.2 X35

I - 33 LR A R LR B AE A R R SR
Al g AR E R E R M AL RS
5% i S E S U S F W A AT UL

A2 i S < BCfa PR AR Ry R A i B/ IMAE
Wb BB R S L AR R A > R L2
b LT &= W I S R 1P UE =R o SVATY, /) ¥4 K N D
2150 S5 33 Hb R A B LK 7 B4 S, L EE L
E2 RS IR R 2T 4568

TE S0 - 33 HEk A IR SR B AT AL E L it
A I RO R i [, AR S 3R I T A T AR S TR
8 A I o7 B X0 30 [ ) B et o DL 1

'-----::;adi-i““'

1 2 3 4 5 6 7 8 9 10 11 12 13 14 15 16
1 -7,9- 16 #% 8 FTAELFHBS
E1 aRERFEREER
1-7,9-16. Samples 8. Methylnonylketone reference

Fig.1 TLC chromatogram of Houttuyniae Herba decoction pieces

2.3 W&

ARGy 33 LR AR B R K A A 2 A 7. 9% ~
12. 7% , AR5 5 ( < 15.0%) 29 #E YK (87. 88% ) K iy
B 7K 43 F 8. 0% ~ 12. 0% i Fil N 5 4 4Lk (12 12%) #R

ELIR78

' il
l B l L i
__.—_]‘_]_ ERL b

Koy 1% 0

A, Ko

0.8 L0 1.2 L4 1.6 L8 2.0 2.2

B

B. BRRIEVER o

P BE A K A A R 7.9%, 12, 1%, 12. 6%,
12. 7% P UL, f0 R BLAR R 7K o 4 il e, 3 e o A e g
HOFEILE 2 A

PR AN 5 P K 43+ 33 b W A R R AR A R S v M R
KA R 0.9% ~ 2. 2% , IFFEIE(<2.5%)
30 #iL ¥R (90. 91% ) i B BR AN i PE K 43 A F 1. 0% ~
2. 0% 30 BBl N 5 3 3R (9. 09% ) 432 3T s v B 5 1 BIR JE
B, 7] BB 5 R E T M b b o B R T 2 A
KTEILE 2 B,
2.4 EHW

33 fib vk £ B i R A A 2R 13. 8% ~
23. 4% , IFFEHE (= 10. 0%) 30 HE Y (90. 91% ) KE 5y
B3R A T 14. 0% ~ 20. 0% J5 FI P 3 3 #E Yk (9. 09% )
R Y AR AL 3R 53 R 13, 8%,21. 7% ,23. 4% 1]
WL, f R R R i E R A T PR DL 2 C.
2.5 BEUHAR
2.5.1 EABREELE

A8 M FE TR X A R B A A
., 5y BRI R4 PR , 5% 25 fa R b 8 4 8 K
A EICE M RE A A0 R R R PR £
JIE B AAT A v v R A TR R 4 R B TR
2, 2% 2020 4 IR CH E 25 M0 (—F8) ) rhoxf i R
SRLFPAMESE LA FETCRRENME, RH
ICP — MS 73 72 4% (Pb) (4% (Cd) f1 (As) .k (Hg) 4
(Cu) By &, Hotp Pb, Cd, As, Hg, Cu /3 I A58 5,
1,2,0.2,20 mg/ kgo 85 H 7, 33 ALK A4 IR FLIK 7
Pb 54 0.50 ~ 3. 55 mg / kg, 34 1. 80 mg / kg; Cd 7%
1w N0.19~0.72 mg/ kg, F3J0.47 mg/ kg; As F N
0.11~0.83 mg/ kg, *F 4 0.31 mg/ kg; Hg & & K
0.03 ~0.21 mg/ kg, -3 0. 06 mg / kg, Herh 1 Ly & &
9 0.21 mg/ kg, W S0 H BREE 5 Cu % 424 0. 55 ~
8.48 mg/ kg, F-316.29 mg / kg 4R LA ETR T
S 2R ) T AR 2 14 e 2 b R R R AR
FERE R SRS N T R AR AL S AR I T A
ARG YRS o HA X Lk R A7 s 404, A e
AP RS FUE I P 254

it ;

A
Wy 1% 0 2
RS> 1% 17,5 20.0

C

15.0

12.5

C. Zdd

B2 #H#mipkoy BABRERKRS RHYNEEREAE
A. Water B. Acid = insoluble ash C. Extract

Fig 2 Histogram of determination results of water,acid — insoluble ash and extract in samples
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2.5.2 BERRAREE RN E EE L MANRER S EE

DeEEFELE ZAE R ERE

{0, 3% # « Agilent Zorbax SB - Cq £ (250 mm X
4.6 mm,5 pm) ; EIAH: ZHE(A) - 0. 1% BER/KIBR(B),
B VB (0 ~ 10 min B 7%A, 10 ~ 35 min B} 7%A —
27%A, 35 ~ 36 min I} 27%A — 7%A, 36 ~ 60 min I}
T%A) 5 Pk < 1. 0 mL / min £ % 4 : 326 nm (&% 5
B2 ), 254 nm (G 22 BEHF MR H) 5 A1 IR - 30 °C ifF AR &
10 Lo HEat S VR s v, 25 A 20 2 B AT R S TR
A Xt HE it T Y€ R [R) A B B TRD Ak A A e i i

B EILIE 3,
A/ mAU
45 3
40 2
35
30
25 1
20
15
10
5
i
- t / min
4 8 12 16 20 24 28 32 36 40 44 48 52 56 60
A
A/ mAU
110 1
100
90
80
70
60
50 2
40
30
20 | ”
10 LI S o SR

4 8 12 16 20 24 28 32 36 40 44 48 52 56 60
B
L #GRE 2. ALBHF 3 MR
A RAIRIBIER B AR KIER
B3 sukEtEE
1. Neochlorogenic acid 2. Hypericin = 3. Quercetin
A. Mixed reference solution B. Test solution

Fig.3 HPLC chromatograms

2) ¥ | A

U 2 IR | 4 22 B AR T O T A5 R
TR, TN 85% W BEWS i 1 22 45 , $82 , hl e Jor i vk
35124 °0.208 2,0.411 9,0. 476 2 mg / mL F& XF I8 i I
B o 53 AR 2 BOG) RS P48 1. 00 mL, ' 20 mL 2%
FOF T, 0 85% W BEAE 45, 48 5) , RIAS JoT 2 Wk J3E 0l Ay
10. 41,20. 60,23. 81 g/ mL YIRS X IR SHA W

IBURE B R (it 3 50 ) 1. 0 o, W B PR AE |, B HL2EHE
TEHH G #HA 85% F I 50 mL, FRAE i &, #8475 Ab B
30 min, HUH ik 2 208, FRRRE BT AL, I 85% Y BEAR 2
R ) B B AT 8T IS, B VA

3)FEFEE

MR R EL 4 iR 4% i B R R I 5
0.10,0.20,0.50,1.00,2.00,5. 00 mL, & 20 mL 2 i
0 85% WV BEEAE 25, K850, LR SR A % BRI

B bR T SR R RE R AE , LR R P o e Tk R
(X, g / mL) A A KR AL I T AR (V) S N AL B it
A 1 452 W3R 2, W] 3 Fh il B e EAE 4% A
U FR A 5 U TR M O R R A

R2 KUXEZFRER(n=6)

Tab.2 Results of the linear relation test (n =6)

A =127 A2 R ZMEE (pg/mL)
HEREHB V=20.380 X-18.639 0.999 1 1.04~52.05
AUBF V=27.093X-10.135 0.9994 2.06~102.98
& Y=28.620X+5.155  0.9998 2.38~119.05

K95 B R G B R IR A R I A OE L T Bk
O 25 SRR E 6 UK, T SR T AR o 25 SRR AR |
G2 W MR I TR RSD 4338 1. 01%,0. 52%,
0.66%(n =6) , FKUAHEHE RIT

TR AR R —Ht (G5 R YD RS 6 403, 43531
Fi b AR R T W A VA AR B 4 R A S5
FEMNE , e s AR, IR 3108 i G5 T I R L 4 22
B M Rz S &89 RSD 4 WM 0.38%, 1. 05%,
1.18%(n=6) , RMATIEEE R

R MR B8 - B & PR 00 A i VS T, 439
TR FE0,4,8,12,16,24 h N F% b3k 1% 54 3t
FEIN R , T S T B 45 SR B e IR R | 4 2Bk MR AT
UEE THI AR RSD 4351124 0. 96% ,0. 83%,1. 49% (n = 6) , 3¢
A VA VR S TR 24 h N RRUE M R4

JRE RS e < B 00 7 1 B FE A 0. 5 g, R 2 AR
SE L L6043 HI AR A X BEVA TR, A il £ 3t iy
RO (O W SR T o = e i = M 1 B
W23,

O HEENE

B33 SR i 4538 i, MRV A A i S 4%
WA 2 E HEREN f2 5 5 33 L YRR B B R R R
14 0. 009 5% ~ 0. 177 2%, & 285 &4 0. 013 7% ~
0. 092 9% , #it Jiz %5 54 0. 009 8% ~ 0. 283 0%, Hr Lk i
15 F 4 22 Bk 1 2 o 40 A5 AT v e g A e A A 8
B AR B 2 F R R L 4.
2.6 ZEANH

RGBT K SPSS 19. 0 883248 A4 43 #r
L3 A0 1Y A e AR R 33 v IR B AR A R AT
RGBT, VRN AS [ UCRE & 4 5 1 o 245 3% 33 4tk
FESRRON PR RES YIO(P= T b ) B o T 25, 3 Fl
Oy R R A R RO 2R 2R
FES AT R 2 N2, Hob Y2, Y3, Y4, Y11, Y12,
Y14,Y15,Y19,Y26,Y28,Y29, Y31 R 142, 3 Fp
B A S A 5 AR AR S SRR 1A, 3 Al A 1
A, TR AR TR UL 5

FSEHE BT RN TE K A 53 4 12t 8 3 T
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Fx3 MERNKRELER(n=6)

Tab.3 Results of the recovery test (n=6)

REE # i 4F (mg) AN (mg)

M2 (mg)

Dk (%) X(%)

(g) A B C A B C A

C A B C A B C A B C

0.5007 0.5779 0.3278 0.6926 0.4164 0.4119 0.4762 0.9903 0.7189
0.5018 0.5791 0.3285 0.6942 0.4164 0.4119 0.4762 0.9946 0.7314
0.5044 0.5821 0.3302 0.6978 0.4164 0.4119 0.4762 0.9991 0.7320
0.5067 0.5848 0.3317 0.7009 0.4164 0.4119 0.4762 0.9932 0.7356
0.5066 0.5847 0.3316 0.7008 0.4164 0.4119 0.4762 0.9996 0.7345
0.5009 0.5781 0.3279 0.6929 0.4164 0.4119 0.4762 0.9855 0.7389

11558 99.04 94.95 97.27
11653 99.78 97.82 98.93
1.1638 100.14 97.55 97.86
99.09 97.66 98.25 0.96 1.59 1.62
1.1570 98.08 98.06 95.78

L1756 99.64 97.82 99.71

1

L1688 97.84 99.78 99.94

E A HERRER B Ay e B, C A MR
Note: A is neochlorogenic acid,B is hypericin,and C is quercetin.
T %
0.30 4
0.25 1
0.20 1 o
B
0.151
0. 10 4

Y32
o
Y28
[=]

0
Hik Bz

g

kIR & kAT
& O A BAnFHAL,* A AR AR
E4 HmEslEERAEAXE
Note: O refers to the mild outliers,and * refers to the extreme outliers.
Fig. 4 Box plot of content determination of the three components

in samples

T T T T

0 5 10 ll5 20 25
E5 33ftRERMRBESITE
Fig.5 Cluster analysis of 37 batches of samples
(P < 0.05) , K45 B HU ) BOHT R IR 4 22 ME T 1)
R R B E GNP < 0. 05) , F WK 4 IR R 1
K43 B 5 e £ R RE AR OR A RO o B R T )
5 ek IR | 4 22 W6 B B S Y B B IR ARG
(P<0. 01), H3FSo- S MMia] 2 B IEADC(P < 0. 01),
P WL 2 DRR < 22 W6 A B IR Hh ) B EE 28]

112

B A3, T G B v 26 AR R B A RO o R A
B AN R B — B0 3 5 A0 o As 5507 2% it IR R 12
& e 2 EE NP <0.01), HEN As NI 2
BB A AR, B0 2 A e B T B AR B AN
WK 5 As &2 B IEAAH (P <0.05), %
0 R B R R A TR T ok IR AT RE S KRR
Fi+ 36 5 Pb 5 As, Cd, Hg, Cu F & 2 1 5 25 TE A1
X (P<0.01),As 5 Pb,Cu, Hg i & -4 52 1 E B A G
(P <0.01), KU @EMEFIR A fEAE KSR PR LA TR
P & RS, B WF IR (3 R KD S
M 245 A Jo 2t ) AR R HTES , A g AR AR | LR TR Fh AR 245 14
[ e G AR AT 2 R L R 4.
3 iTig

LI AR A8 T B £ R R O R AR AT il B R
B E A 100. 00% IERMEI S LS R B , AN B HEAE M
LHEVR NG TR A He 75 88 R0 B o R 0 5 2
S e TR AR A A — o T ), I 2
AR AR WORR 19 1 R 7 Y 4 s S e R 5 g,
V5 S FE A5 G T ) S 2 7 R0 A oMl 3 0 % A 7 5k
T s AP A A TR R I BT S
AR PR SR Ae 25 4 4 4 YD AR OG5 - 160 A SC 1 4 r 45
SR 0 IR R A RO A i A AR AR G
AN TR R ) Jo o 26 S A A, 2 R TS P R A B it
FIRMSC 15 AR H o

IRATHR R (A7 B, A A TR A 4 | S F TR
FAAS A, AR, TG 75 e 0 IO, Tk 4 T S £ JlE ) ST
Al SCER[2 - 9], MR R B A B 2 A LR
XK RN YT Z R G, AT AR e o i
BYFE BRI o RIS AR UGR R PRI K I, BB 541t A
i HVEE 4@ M FOCER i R AR, HIE (A
FEALETE T 4 JE A 0 2R 15 Yo U s AN [R]HERE
ARSI 125 5 R R E T I 6 e S F
JCE IR B I, L4 T 4 o 0 R ) o B,
JEH 2 BRI AR R B0 T S5, PRI 254 4
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x4 HXHEFWER(n=33)

Tab.4 Results of the correlation analysis (n = 33)

AR B Ky BAREERY  REH % 4 A & 4 HRRE  RLME AR
K EARBA* K 1..000 0. 181 -0.349° 0.083 0.193 0. 166 0.098 0.045 -0.436  -0.424"  -0.284
PIE(RE) 0.315 0. 047 0. 644 0.283 0.356 0.589 0.805 0.011 0.014 0.110
BRABEESY KRBA%FH 0. 181 1..000 -0.361" 0.234 0.035 0.352 0. 169 0.257  -0.323 -0.035 -0.074
PIE(RE) 0.315 0.039 0. 189 0. 848 0. 044 0. 346 0. 149 0. 067 0. 847 0. 682
Zdm KRBAEFH -0.349° -0.361° 1.000 0.133 0.288  -0.223 0.134  -0.010 0.559" 0.623" 0.589"
PE(RE) 0. 047 0.039 0. 461 0.104 0.212 0. 457 0.955 0. 001 0.000 0. 000
% EARBARAHK 0.083 0.234 0.133 1..000 0.593" 0.733" 0.549"  0.486" -0.311 -0.187 -0.320
PIE(RE) 0. 644 0.189 0. 461 0. 000 0.000 0.001 0.004 0.078 0.298 0.070
4 Kk Ri#HEZH 0.193 0.035 0.288 0.593"  1.000 0.103 0.327 0.333 0.017 -0.181 -0.021
PIE(RE) 0.283 0. 848 0.104 0. 000 0.567 0.063 0. 058 0.926 0.314 0.907
B KRBMEFH 0. 166 0.352° -0.223 0.733"  0.103 1..000 0.347° 0.458" -0.457"  -0.298 -0.468"
PIE(RE) 0.356 0.044 0.212 0.000 0.567 0.048 0.007 0.007 0.092 0. 006
P KRBAERH 0. 098 0.169 0.134 0.549"  0.327 0.347 1.000 0.312 -0.246  -0.055 -0.043
PE(RE) 0.589 0. 346 0.457 0. 001 0. 063 0.048 0.077 0. 168 0.760 0.810
i K R#HE K 0. 045 0.257 -0.010 0.486"  0.333 0.458" 0.312 1.000  -0.192 -0.308 -0.242
PIE(RE) 0. 805 0. 149 0.955 0.004 0. 058 0.007 0.077 0.284 0.081 0.175
AR Kk Ri#HE % -0.436' -0.323 0.559" -0.311 0.017 -0.457" -0.246 -0.192 1.000 0.735" 0.622"
PIE(RE) 0.011 0. 067 0.001 0.078 0.926 0.007 0.168 0.284 0.000 0.000
UM KRBA%FH -0.424' -0.035 0.623" -0.187 -0.181  -0.298 -0.055 -0.308 0.735" 1.000 0.719"
PIE(RE) 0.014 0. 847 0.000 0.298 0.314 0.092 0.760 0. 081 0.000 0.000
HAF KRBAEFH -0.284 -0.074 0.589" -0.320 -0.021  -0.468" -0.043 -0.242 0.622" 0.719" 1.000
PE(RE) 0.110 0. 682 0. 000 0.070 0.907 0. 006 0.810 0.175 0. 000 0.000
E R0, 01K () B AR X, R A2 0. 05 K F () BAa %,
Note:** indicates correlation at the 0.01 level (bilateral) and * indicates correlation at the 0.05 level (bilateral).
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