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Determination of the Contents of Heavy Metals in Jiebai Capsules by Microwave Digestion and ICP-MS

ZHANG Mingtong, MA Xiao, ZHANG Ping, XU Jijun*, LI Donghua, YANG Jing, SONG Pingshun, YANG

Pingrong(Gansu Institute for Drug Control, Gansu Inspection and Testing Technical Engineering Laboratory for Chinese
Herbal and Tibetan Medicine, Lanzhou 730070, China)

ABSTRACT: OBJECTIVE To establish a method for determination of the contents of Pb, Cd, As, Hg, Cu in Jiebai capsule by
inductively coupled plasma-mass spectrometry(ICP-MS), provide the basis for the medication safety use of Jiebai capsule.
METHODS All the samples were digested by microwave, Sc 45 and In 115 of 30.0 pg-L™" indium were used as the internal
standard to determine the contents of the five elements simultaneously by ICP- MS. RESULTS The validated method indicated
that correlative coefficients(r) for all elements were >0.99, and the limits of detection ranged 0.000 5-0.021 1 mg-kg™". The
recovery rates of the method were 98.2%—-105.4%, the RSD were in the range of 2.3%-3.5%. The contents of heavy metals in the
19 batches of Jiebai capsules were as follows, Pb: 0.2-1.0 mg-kg™'; Cd: 0.012-0.027 mg-kg™'; As: 0.18-1.52 mg-kg™'; Hg:
0-0.151 mg-kg™'; Cu: 1.4-2.5 mg-kg™'. Referring to foreign trade and economy green industry standards of medicinal plants and
preparations and the standards of the imported Chinese medicinal herbs and Chinese patent medicine in Singapore, the results
met the requirements. CONCLUSION The method is accurate, simple, sensitive and reproducible. It is suitable for the
determination of the five heavy metal elements in Jiebai capsule.
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Hi(Cu) 5 FHEEELRIITE.
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1.1 {43

7700e 2 HL RS A 45 B 1R 5 HE A (ICP-MS,
% Agilent) s ok W MR AL T = BOR
(Milestone); AL-204 BLURF-(MpRE#-4EH] 2 A 7).
1.2 iR

Pb. Cd. As. Hg. Cu 7T & ¥ ¥ & W
[1000 ug-mL™", o E iRk, SRk
4 GBW(E)080118 12115, GBW08612. GBW08611
11115, GBW08619 9041, GBW08615 7064]; i
W pg'L™' B Ce. Co. Li. Mg. Ti. Y, [
Agilent, #t5: 22-111GSXZ;: 5 : 5185-5959);
WERIR S (100 pgmL™' (4 Bi. G. Li. Sc.
Lu. Rh.In. Tb, J§JH Agilent, fit5: 16-31GSX2;
5 5188-6525); 65%HIR(ER WA R]); LHAM
A giay; AN R IRAF K,

1.3 FEdh

T RS BE (10 TR 7 DU [ =2 0 R o 24 5 B
AN, #6545 20170201, 20150102, 20170102,
20150301, 20150402, 20170101, 20141102,
20150904, 20150103, 20170101; 9 #LAE MG H T
H 2N ARA R, #5575k 21158, 21162,
21164, 21156, 21142, 21141, 21147, 21114, 21160).
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2 FES5%R
2.1 FREVEWR
2.1.1 AR PIS & KSR Pb. Cd. As.
Cu FRUEVE R (1 000 pg'mL ™)1 mL & 100 mL &,
TN 2% RIS AR RE, W 1 mL & 10 pg %
W RS a5 B H He ARAEV(1 000 pgrmL™")0.1 mL
B 100 mL 2, N 2%AH B I WA B, i1l i BF 1 mL
1 pg MW
2.1.2 ARdEMIZ MR k% =R Pb. Cd.
As. Hg. Cu taifER 8 B0E R, H 2% BRI A
B %A 1 mL 454 Pb. Cd. As0, 0.5, 2, 10,
25, 50 ng KI¥EW: 4 Hgo, 0.1, 1, 5, 10, 25ng
FI¥W; & Cu0, 5, 50, 100, 200, 500 ng VAR .
2.2 AR 2%

WA PR CERA Li 64 Sc 45, Ge 74, Y 89,
Rh 103, In 115, Tb 159, Ho 165. Bi 209, FiLL
B IE Wi RS S AL . ATFREM 1 mg L™ 1
Sc 45, In 115 AWIRIER, BEIHNRAELINA,
WARE B — IR E 5N, R —A Y #:3k
5FESIR G, AR RS S IR R SR 2158 1/20.
N TR R B B L ERIREEZ DN 5%
T TR V5 TR o
2.3 AR VA VR %

KB BB L 03 g, BEIWHMEES, N
10 mL fEEE A 3 mL i A SR, #% DL R
W AR P AT AR : 0~10 min, TH3 1000 W,
IR 180 C; 10~20 min, I 1 000 W, JHE
210 'C; 20~45 min, LhZ 1000 W, iRJE 45 C.
B, HBREY 2~3 mL, A, 2%WRERE
25 mL &, FENEMAESZE, WE.
2.4 R KA

Z WA e iR ICP-MS I X 38 551
BEATAAL R 1 pg- L' /8 Ce. Co. Li. Mg+ Ti.
Y RO RS S BT R AT, (A R SR
m), RS TRE. BT A rAEE T
VEAE N FZAL S TE: 2 °Cy SIHHTIZ: 1350 W;
S AR : 15 Lomin'y BES IR T E
1.0 mL-min~"; #H/<WME: 1.10 L-min'; #BIR
#: 1.0 Lomin™'s AESUE: 15 Lomin™'; SRFE
HEFLAE: 1.1 mm; SRAEIREL: 7.0 mm; RAEEE
HiE: —6V; BEERE: 3K MritE: 0.1s;
B He.
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2.5 RPETTRE. KRN E EIR w2 AaFAEEKE

DL 2GRN, 15 <247 TR KAFRH,  Tan2The siked resoveries of he cements __
« " oy . — NN b RREEL FERE IR R R/ ) FH e o
BL“2.127 TR & U RIKBOABAIR (), DIARHE ez o Bae  pe  ome % dcEm oD

RN T 2R 43 AT W e A 5 A Bk TG 3R 2 LE UG 03121 0.1673 0.1000 027412 106.82
- ) o o 03025 0.1582 0.1000 0.26018 101.98

LA FRT LG (A A B ) 2 i e 2 . 2 pp 03021 01655 01000 027224 10674

FEIHGFERE 1, &R s Mo EERREBEREN & 03154 0.1544 0.1000 025262 98.22 ' )
ﬁ%%%*ﬁ %%{E'ﬁﬂﬁﬁi@% §ﬁ¥z£,].$9\%:% i ’f}( 0.3050 0.1635 0.1000 0.268 94 105.44
03114 01561 0.1000 026304 106.94
AR H RS BT H S B E 5%, AHFFLLL 2%11) 03121 0.0097 0.1000 0.10315 93.45
THIR 2 . AT E 2 HE W 1R, 03025 0.0087 0.1000 0.10961 100.91
e e Y e ‘ s 03021 00095 0.1000 0.10934 99.84

%*m%ﬁiﬂ[{ﬁﬁ’]ﬁ{ﬁ{ﬁ%(SD), 3SD R LA cd 03154 0.0088 0.1000 0.108 64 99.84 %89 29
5 RI Y & e B PR (ng-mL ™), 10SD % B 03050 0.0102 0.1000 0.11178 101.58
B P8 A9 2% 7T 26 FO (3 2 0 B PR (ngmL ), P4 03114 00109 0.1000 0.10884 97.94
s e s - 03121 0.1707 01000 027326 102.56
RUUFF A 0.3 g, R A EICN 25 mL SO0 i 03025 0.1804 0.1000 0.28661 106.21

(75 AR PR (mg kg YA vE £ B R (mg kg ™), L\ 03021 0752 01000 028041 10521 o
PN 03154 0.1686 0.1000 0.26844 99.84
SRS 03050 0.1706 0.1000 027056 99.96
51 ATEBUR. TEREEHESE 03114 0.1688 01000 027504 106.24

03121 0.1163 0.1000 0.21751 101.21

Tab.1 The LOD, LOQ and correlation coefficients of element
0.3025 0.1152 0.1000 0.21943 104.23

TE ACESAS R/ A8 2 SR JridA

. -1 Zi L AR r 03021 0.1162 0.1000 0.21792 101.72
JLE  ng'mL ng-mL FR/mg-kg Hg 105.4 3.3
Pb  0.02244 00748 00019 y=14050x+8239 0.993 8 03154 0.1024 01000 021082 108.42
Cd  0.00568 0.018 9 0.000 5 y=1 646x+2.533  0.999 6 0.3050 0.1204 0.1000 0.22796 107.56
As  0.03921 0.130 7 0.0033 y=64.17x+2.233  0.997 1 03114 0.1057 0.1000 021469 108.99
Hg 0.053 02 0.176 7 0.004 4 y:1 006x+5.333 0.9979 0.312'1 0.8167 1.000 0 1.778 8 96.21
Cu 02541 0.847 0 0.021 1 y=10400x+57 730 1 03025 08211 1.0000 17697, %0456
v 03021 0.8851 1.0000 1.8686 98.35
2.6 HEEMIAK Cu 98.2 2.3
. J Lo 9 Y 03154 0.8658 1.0000 1.8712 100.54
». D N
Hgtik @it 5. 21158)6 iy, 2 #Hld% “2.3 03050 0.8541 1.0000 1.8462 9921
TR vEH %, <247 Iﬁ??ﬂﬂ%%#*{ﬁ?ﬂﬂm:@, 03114 0.8221 1.0000 1.8224 100.03

255 P [P HIME N 0.531 mgkg ', RSD N 3.7%; %3 19MBEEEABRLEL BN ELE
Cd 89BN 0.031 mg'kg1 , RSD N 2.4%; Cu Tab.3 Content of five elements in 19 samples  mg-kg™

[TI9ME N 2.592 mgkg s RSD 9 2.5%: As o Wi e
S A fi -l N ) ST Cu As cd Hg Pb I3
FHIED 0.542 mg i(g » RSD 7y 3.2%; Hg i) 21158 25 050 0027 0055 05
YJ{E N 0.052 mg-kg™, RSD N 3.8%. KHELE M 21160 1.8 032 0021  0.074 0.4
21162 1.7 027 0019 0070 03
2!@711? OIEI J kT 21142 14 021 0016 0069 03 Zii
. AR B 21164 1.6 036 0017 0030 03 ﬁ&ﬂ/\
B e s (5. 21158)6 i, KA N 21156 15 026 0015 0074 03 s
PRI, 43 BRE 26 I0ON FH N ) o 1 5 VT = 21141 L5 021 0015 0.041 04
X . , . 21114 18 035 0019 0043 04
2 & »” 3 2 »” S
1 “2.37 BURTrikilet, 4% “2.47 TR AR 21147 18 039 0019 0.5 0.4

THE S MR EE, SRNE 2, SFITER 20170201 1.6 138 0015 0 03
SERINEERNACR N 98.2%~105.4%(RSD N 2.3%~ 20170101 1.6 1.19 0.019  0.011 0.3

20150301 14 036 0012 0027 1.0
3.5%).

L ‘ . 20150402 1.8 033 0014 0 03 A
2.8 FEMHPESEINESR 20170102 22 130 0018 0002 03 )

FESLIE L5 022 3, GERE, AKINEN 20170101 20 068 0021  0.002 03  ZfR
19 i3 1R 8 4o 47504 Pb: 0.2~1.0 mgkg s 20150904 1.4 0.8 0014 0016 03  AF

O . 20141102 1.7 1.47 0.023 0.002 0.6
Cd: 0.012~0.027 mgkg H As: 0.18~1.52 mgkg H 20150103 1.6 1.52 0.013 0.001 0.2
Hg: 0~0.151 mg'kg's Cu: 1.4~2.5mgkg ™. 20150102 16 058 0018 0002 03
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3 i
3.1 THARTISELS

A RRERE S EURE RN 0.1~0.3 g B, 10 mL
WHIR+3 mL MEK AT e A TE R PRI =
0.3~0.5 g i}, 12 mL AE&Z+3 mL /& SE+3 mL XU
IKAPISEAT AR FEMEUREE 1.0 g A4 R, T2
16 mL fHfZ+4 mL =5 BR+3 mL 2hER e 56 & i -
IR R R, TFEMMEMEEE . 7ERMETH
i =l R PSR, R R 1 40 il T R 2 0
PR 38 K0 it 7, APrE e B, Bk, A&
WIS ERE IR 03 g &£ 4, ] 10 mL A
Fe+3 mL XA KA F G0 i A R R (S it 56 4V
filt o XA KBTI R4 & TR RE S, IR
NRFOEIRR, Koo R RICRS B R .
3.2 ICP-MS XS H AR

AN 1.35 kW, #5488 1.10 L-min™
AEVS R 15 Lomin”, FES R THE N 1,10 Lomin ™'
R R R . HANRAEIR B, ECRARHETL
HIGMERIFE BN 7.0 mm, REFZHEHIERN-6V K
BT EIRIFH A, DL He SONRERE OB Sk, B
A EBREEMRZ R 73T, T 2 sL
B3 T R
3.3 At ERUE SKE 45

E Br ExF 258, PR E &R A R A
FLAA R, 0BT 3 SR 1k 0 R 2R R R R
Zih Pb <20 mgkg'. As M<5 mgkg'. Hg
B <0.5 mg-kg™'«Cu M<155 mg-kg ' (Cd LM E)-
T A AH O, R 24 ) PR B 7 R

HEAE>0.15 mgkg ™, HARZ M ATE>20

mg-kg o (25 PR B M2 SR G AT L AR v )
(WM/T2-2004)%F 24 FHAE ) S5k} K il 771) v 1) 2 4
Jehifigh A T IR EA e, o As M <2.0 mgkg ',
Hg B <0.2 mg-kg™', Pb M <5.0 mg-kg™', Cd R<
0.3 mg'kg', Cu#<20.0mgkeg'. ZRILIE,
ARUE I 19 vl AR R HE 8 A FH RN
4 E8 AN Pb: 02~1.0 mgkeg!': Cd: 0.012~
0.027 mg-kg s As: 0.18~1.52 mg-kg ' Hg: 0~0.151
mg'kg's Cu: 1.4~25mgkg" , 4R REIR.
34 JIRIER T

HE R MAFE TRV 2 R w4
PR Z AR5, A 78K ICP-MS v 1 IR B
HEESLJE Pb. Cd. As. Hg 1 Cu #H47 7 & &
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