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Content Determination of 37 Inorganic Element in Viola Yedoensis Makino by ICP-MS

GUO Xiaoxia'?, LI Xin'?, WANG Juandi!?, LI Donghua'?, ZHANG Mingtong!?*, MA Xiao'?",
SONG Pingshun'-%(1.Gansu Institute for Drug Control, Lanzhou 730070, China; 2.NMPA Key Laboratory for Quality
Control of TCM, Lanzhou 730070, China)

ABSTRACT: OBJECTIVE To determine the content of 37 kinds of inorganic element in Viola yedoensis Makino, and to
establish the multi-element inductively coupled plasma mass spectrometry(ICP-MS) method to preliminary explore the pollution
of heavy inorganic element in Viola yedoensis Makino. METHODS With HNOs and H20: as digestion solvent, the samples
were pretreated by microwave digestion method, and the contents of 37 kinds of inorganic element were determined
simultaneously by ICP-MS method. RESULTS In the range of 0.5-500 ng-mL"~!, 37 inorganic element showed good linear
relationship(r=0.99). At three supplemental levels of 0.1, 1 and 10 pg, the average recoveries of most elements ranged from
85.1% to 120.6%, the RSDs(n=6) were <6%, and the RSDs of instrument precision and reproducibility were <3%; the detection
rates of 5 kinds of harmful heavy inorganic element(Cu, Pb, As, Hg, Cd) that needed to be controlled in the Chinese
Pharmacopoeia(2015 Edition) of 19 batches of Viola yedoensis Makino were as followed: the detection rates of Cu and Pb were
100%, As and Hg were 89.5% and 10.5%, respectively, and Cd was not detected in all the samples. The detection rates of
molybdenum and strontium in 19 batches of samples were 100%, and there content were much higher than other elements. The
highest content of molybdenum was 24.8 mg-kg~!. The content of strontium could be as high as 67.6 mg-kg~!. CONCLUSION
The method has the advantages of simplicity, rapidness and accuracy. It can be used for the determination of 37 kinds of
inorganic element in Viola yedoensis Makino.
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Tab.1 Information of the sample

9 2R Eiln=2 b3

S1 LM T / 2INTTECEMV AR 15 F R
S2 LT / deatshbd 15 %
S3 LT / destshwbd 2 5 [ R
S4 LT / deatshbd 3 5 A%
S5 LT / 2EINTTECEMVA R 2 5 R
S6 LT 20170201 HiR &R

S7 LT 170713 Hokr A kAT

S8 LAEMT 160801 Hor 2= T

S9 HEAEMT 20151001-3 Hokr T

S10 LAEMT 20170601-2 HIRA o

S11 LT 170701 Holr e v

S12 LAEHT 17092003 A 2 E T

S13 LT 151126 Hlr Kok

S14 AT 20161223 Holraa pEBaTT

S15 HAEMT 20170525 Holraa BT

S16 HAEMT 170601 R PG 45 B Rl

S17 EAEMWT 161101 LR =M T

S18 EAEHT 20170405 Hol A sk

S19 LT 17050306 LA =M

2 RHEEH#R
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HERf Uk . BEIPRIAR, 2% RS RV TR
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W, B R PR (100 C)Z MM 45
OZERIER, ISR Z W 4E = 2~3 mL, 0%,
FH 2% IR A 25 mL &, Rk,
VRWAIF TR, 5, B, W5 il ARk
N2 I

R2 MEMEMER

Tab.2 Microwave digestion program

t/min TpR/W TR/ C
0~10 1 000 180
10~20 1000 210
20~45 1 000 45

2.4 ICP-MS TAEZ&M

KA A R b, IR AR,
AR FE SRS 8 Lomin™;
B : 1.1 L-min™'; 2 FiE N 0.7 L-min~';

K HERE 5.00mm 5 5 E TR &R

R3 ML TENLERE. BXF%. TERARER

1.20 kW R A 2 S i 4.5 mL-min~';
SEEFECR 30 rmin~!, ATy e HE
£ii 200 pg-mL-' &4 500 pg-mL~' J& 500 pg-mL-",
B 200 ug'mL~', #H 200 ug-mL~', B 1 pg-mL-!
PRI TRERON L B i il . R . R . W
LRI =W b 2 s S L i B N/ A O i 7
AhAR,
2.5 ZMEEHE . MOCRE(). R BRI R
K B8 HUBR M Al 82U, T 2% 5 BR VS TR IR IR
Mk, Ol s sk B i 0.5, 5, 50, 100,
500 ng-mL~" [ RIbRE DB W ORBCILH) . Dibs
TE S Ve B R A AR, DA (3 YA -3 1)
JP AR, edlbnEd g, IR AR Bt T
MR B (), W 3, 450K 37 MHlcR
fE 0.5~500 ng-mL~"' 2 RAFIILM R, KHRA
0.000 1~0.339 4 ng-mL"",

Tab.3 Linear range, correlation coefficient, limit of quantification, limit of detection of 37 inorganic element

FFy TCR AR LM /g - mL! r 2 ) 5 R E 1 fR/ng-mL! o i fi/ng mL-!
1 i Ag 0.5~500 0.999 9 Y=0.018 701 7X-0.145 835 4 0.035 1 0.010 5
2 i As 0.5~500 0.999 6 Y=0.089 434 6X-0.273 085 2 0.263 2 0.079 0
3 N Ba 0.5~500 0.997 3 Y=0.008 295 1X-1.181 342 0.084 7 0.025 4
4 B Be 0.5~500 0.999 1 Y=0.123 787 8X-0.000 8 0.000 9 0.000 3
5 % Bi 0.5~500 0.997 2 Y=0.011 470 7X-0.047 045 3 0.0370 0.0111
6 f# Cd 0.5~500 0.997 6 Y=0.042 354 1X-0.023 288 4 0.014 4 0.004 3
7 fili Ce 0.5~500 0.998 6 Y=0.006 862 6X—0.055 534 0 0.026 8 0.008 0
8 4 Co 0.5~500 0.997 7 Y=0.012 955 7X-0.115 729 5 0.006 9 0.002 1
9 % Cr 0.5~500 0.999 6 Y=0.018 046 8X-1.707 119 0.062 7 0.018 8
10 4 Cs 0.5~500 0.997 6 Y=0.006 345 0X-0.030 228 4 0.007 9 0.002 4
11 i Cu 0.5~500 1.000 0 Y=0.023 841 7X-0.205 116 3 02752 0.082 6
12 i Dy 0.5~500 1.000 0 Y=0.019 781 6X-0.049 907 3 0.000 8 0.000 3
13 ## Er 0.5~500 1.000 0 Y=0.018 104 6X-0.082 672 8 0.004 5 0.001 4
14 i Eu 0.5~500 0.999 5 Y=0.011 020 0X-0.000 6 0.001 0 0.000 3
15 £l Gd 0.5~500 0.999 4 ¥=0.023 876 5X-0.002 223 9 0.001 4 0.000 4
16 7K Hg 0.5~500 0.996 3 ¥=0.327 850 6X—-0.008 872 3 0.070 4 0.021 1
17 £k Ho 0.5~500 0.998 5 ¥=0.006 194 8X-0.000 3 0.000 4 0.000 1
18 i In 0.5~500 0.998 1 Y=0.008 197 4X-0.001 813 7 0.000 8 0.000 2
19 il La 0.5~500 1.000 0 Y=0.006 312 0X—0.082 761 5 0.007 1 0.002 1
20 L 0.5~500 1.000 0 Y=0.032 014 3X-0.151 5152 0.014 1 0.004 2
21 4 Lu 0.5~500 0.998 9 Y=0.006 493 3X-0.000 9 0.001 6 0.000 5
22 4H Mo 0.5~500 0.999 9 Y=0.012 095 2X-1.181 910 0.055 4 0.016 6
23 £ Nd 0.5~500 1.000 0 Y=0.013 846 0.X—0.088 477 3 0.0117 0.003 5
24 i Ni 0.5~500 0.998 1 Y=0.025 986 6X-0.290 032 0 0.070 3 0.021 1
25 # Pb 0.5~500 0.998 9 Y=0.016 506 7X-0.426 949 3 04316 0.129 5
26 % Pr 0.5~500 1.000 0 Y=0.005 311 9X-0.186 341 6 0.001 1 0.000 3
27 41 Rb 0.5~500 0.9972 Y=0.010 837 2X-0.400 248 7 0.0659 0.0198
28 T Sc 0.5~500 1.000 0 Y=0.015 061 0X-0.226 594 5 0.026 8 0.008 1
29 % Sm 0.5~500 0.9999 Y=0.021 896 4X+0.025 815 0 0.002 2 0.000 7
30 #8 Sr 0.5~500 0.999 9 Y=0.008 188 4X-0.964 431 4 03151 0.039 4
31 B Tb 0.5~500 0.998 4 Y=0.006 205 0X-0.000 9 0.001 4 0.000 4
32 £ Th 0.5~500 0.998 9 Y=0.009 923 3X-0.006 032 5 0.001 8 0.000 5
33 £ Tl 0.5~500 1.000 0 Y=0.011 913 9X+0.014 633 0 0.001 8 0.000 5
34 4% Tm 0.5~500 0.994 8 Y=0.005 852 1X-0.001 5 0.000 2 0.000 1
35 [IRY 0.5~500 0.999 9 Y=0.014 448 9X+0.279 348 0 0.0250 0.007 5
36 7Y 0.5~500 0.999 9 Y=0.007 921 0X+0.023 446 2 0.003 1 0.000 9
37 B Yb 0.5~500 0.998 9 Y=0.018 846 1.X-0.001 071 O 0.000 8 0.000 2

v B R F 2G5 2022 4F 7 A4S 39 %5 13 1) Chin J Mod Appl Pharm, 2022 July, Vol.39 No.13 -1733 -



2.6 NEE® AL

W “2.57 THCT BE A A0 TR B R v VA VR (0 ik
100 ng-mL™"), EZFE 6 K, (LA E RSD
(HIITE 0%~2.7%, ZEFILE 4,
2.7 EEMIAR

HERRAR U AL - T AR 135 :20170201),
& “2.37 WUkl , AT 6y, & “2.47 Wi
ARSI 2 . A RSD (HIIAE 0.2%~2.4%,
FRAELG R, ZRWE 4,
2.8 FUE k%R

HERIFRBCE AL 1 T AR5 13 (L5 :20170201),

Fa EERE, NEEEEL. EENE. REEHEGN=6)

Fig “2.37 WUF JriEdil s Al s, 40T o, 1,
2,4, 6hME, KITEM RSD HH 0.1%~2.7%,
SERLHK LR 6 h WREME R, 25R 0
%4,
2.9 fInFE DRI
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Tab. 4 Data of recovery rate, instrument precision, repeatability and stability(n=6)

e I R RSD) % kg WA REt
0.1 pg 1pg 10 ng RSD/% RSD/% RSD/%
1 i Ag 99.1(2.5) 97.6(3.3) 95.8(0.9) 0.8 05 0.7
2 il As 97.5(0.5) 90.1(1.0) 96.8(1.5) 1.8 0.2 15
3 #1 Ba 100.8(0.0) 95.0(0.9) 94.6(1.5) 1.7 1.1 0.4
4 % Be 103.9(0.9) 92.2(02) 90.5(5.8) o 13 2
5 ik Bi 98.5(2.2) 96.5(2.4) 97.8(2.7) 1.1 2.1 1.6
6 i cd 94.3(0.9) 108.7(0.3) 104.7(0.8) 12 02 0.2
7 fili Ce 97.5(3.0) 97.4(2.2) 96.2(3.5) 0.7 0.6 0.6
8 i Co 107.6(0.3) 95.9(2.7) 101.6(1.6) 1.0 0.5 0.2
9 # Cr 101.3(0.7) 97.5(4.4) 97.6(3.3) 0.8 0.9 23
10 #5 Cs 92.4(1.3) 103.1(1.6) 100.7(1.0) 0.7 03 2.7
11 #l Cu 92.1(0.4) 97.3(0.4) 105.6(0.5) 15 05 03
12 i Dy 94.8(0.8) 106.0(3.0) 119.7(1.3) 0.3 1.3 0.5
13 HT Er 101.5(0.7) 97.9(2.0) 100.4(0.4) 0.6 1.4 1.8
14 i Eu 107.4(0.6) 91.1(4.8) 92.1(3.3) 1.4 2.4 0.9
15 .Gd 92.7(1.4) 101.9(0.7) 120.6(0.9) 1.0 13 0.8
16 5 Hg 96.4(5.7) 99.2(3.3) 118.5(3.8) 11 0.4 0.4
17 #k Ho 96.0(0.8) 97.7(0.3) 104.9(1.7) 23 0.3 1.1
18 4 In 105.6(2.7) 91.8(3.2) 104.6(3.4) 2.0 0.5 0.1
19 B La 111.2(2.9) 119.1(1.8) 108.8(5.9) 1.8 1.2 2.0
20 L Li 100.8(1.5) 96.8(2.6) 102.0(6.0) 0.6 0.2 1.6
21 #t Lu 101.0(0.7) 102.6(3.4) 109.7(5.3) 1.1 05 1.1
2 41 Mo 98.3(0.6) 99.8(2.6) 105.7(3.0) 1.8 1.0 0.1
23 e Nd 93.42.5) 100.6(0.8) 104.3(3.8) 0.0 0.5 0.7
24 BN 103.4(2.9) 104.0(1.7) 91.1(3.6) 0.7 1.0 0.4
25 % Ph 102.14.7) 106.3(2.7) 114.7(5.2) 0.3 0.7 0.8
26 4 Pr 115.6(0.0) 112.93.1) 116.1(0.7) 12 1.6 1.0
27 HI Rb 113.7(1.1) 93.2(5.9) 94.7(3.5) 0.5 1.4 2.6
28 5 Sc 99.8(2.0) 90.3(1.2) 97.2(0.7) 16 0.9 0.6
29 % Sm 96.4(3.7) 88.0(1.0) 99.0(1.5) 1.5 1.1 0.1
30 4 Sr 103.0(0.3) 93.9(0.2) 90.7(3.3) 0.4 19 1.6
31 i Tb 104.6(5.9) 85.1(5.2) 106.9(1.6) 1.9 1.3 0.9
32 % Th 99.7(4.8) 112.9(1.0) 100.4(2.4) 0.6 13 1.7
33 B TI 95.4(3.5) 103.4(1.5) 110.0(4.0) 2.0 1.4 0.7
34 4 Tm 97.2(2.6) 98.8(1.2) 106.5(1.1) 0.1 03 13
35 v 107.6(2.4) 105.0(1.2) 105.6(2.3) 17 1.1 0.2
36 7Y 97.7(3.0) 98.6(3.4) 99.3(2.0) 0.6 2.1 0.6
37 £ Yb 97.32.1) 91.7(1.2) 102.1(1.3) 1.1 0.5 0.8
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2.10  FESSIE

HUERAE s THRES,, 4% “2.37 TR kil &t
BT, $ “2.47 TR Jrikiil e B df R g 37 Ff
THCR, RIE 5. GERTR, 19 {8
T4 8 e R A F JCE B AT R R
100%, AT IAE 3505000 89.5%F1 10.5%,
Hdr S10 BEF RSN 0.4 mg-kg™!, IR
JEVE, HHTESIREMN, ARSIk
Rrth o FULRT I, SRAEH T 4 JE TR AR
TEOLEEF . 34h, SR BT RTE 19 HEAE AR
HOREH 100%, H & Rm s T HATER, Hoo
EW o 24.8 mg-kg!, MEICE A& =N
Al Ik 67.6 mg-kg™!, HAFRFRGIH HICR N
KK, SERILE S,

3 iTig

7E ICP-MS llE & @ cE, THFEh 2
2 B TR AR BUE T ARSI E A AR
WIE B IRAEL AN, FISCRTE 85%~116%, TE
AT 52 T L P (80%~120%) , 11 Ik BE A 4 240 5
SR FH 31 it B ) Al 4 A 0 o B T4, P Al
3 A He fE MRS, W0 Z 5L A W T4
IO IR i i IRRIE 43R 2 25 ARSURERR,
iR, AEIR . R . MERR AR S AR ; Akt
R, AR . POk EARR . WAL AR, H
HIN IR 2 IR R4 G A iR A A iR
AR NS IR - e -1 AL AR R MY, = R TE
PR SAEMY NG, AR EARE, B
B faRtE, BONERAE IS, S24E T rke

RS OMEERTFITHLNTENEE
Tab.5 Content of 37 heavy inorganic element in 19 batches of Viola yedoensis Makino
R Timele iy
S1 S2 S3 S4 S5 S6 S7 S8 S9 S10 SI1 S12 S13 S14 S15 S16 S17 S18 S19 %o

1 fif As - 01 01 01 01 01 01 01 01 0.1 - 02 02 01 01 02 02 01 0.1 89.5
2 4l Ba 38 76 37 84 67 61 90 70 61 41 52 72 10 44 77 95 71 81 62 100.0
3 i Ce 02 06 03 08 03 04 04 05 03 03 03 08 07 04 03 07 06 05 04 1000
4 iCo 01 02 02 02 01 01 02 02 01 02 01 03 02 02 01 03 02 01 02 1000
5 HCr 05 29 18 37 16 20 24 27 12 21 10 43 39 19 14 45 22 23 22 1000
6 4fiCs 0.1 0.1 - 0.1 0.1 ~ 01 01 01 01 01 01 01 01 01 01 0.1 - 0.1 89.5
7 #iCu 13 21 21 22 29 21 26 22 18 22 1.7 28 27 21 19 25 29 14 21 1000
8 4G - 01 - 01 - - - - - - - 01 01 - - 01 - - - 26.3
9 SKHg 01 - - - - - - - - 04 - - - - - - - - - 10.5
10 il La 01 03 01 04 01 02 02 02 02 02 01 04 03 02 02 04 03 02 02 100.0
11 #Li 02 06 04 07 04 06 05 06 05 06 02 09 07 06 04 09 09 06 09 1000
12 %Mo 09 198 129 222 168 19.1 21.3 206 155 150 11.6 247 220 174 135 248 17.7 17.8 169 100.0
13 #%Nd 01 04 02 05 02 02 03 03 02 02 02 05 04 02 02 05 04 03 03 100.0
14 B Ni 1.0 36 27 46 20 28 26 28 23 29 14 57 39 31 19 48 40 20 32 1000
15 #%iPb 01 03 02 03 02 03 02 02 02 02 01 03 04 02 01 03 03 02 04 1000
16 % Pr - 01 - 01 - - - 0l - - - 01 01 - - 01 0l 01 01 579
17 #IRb 106 7.8 35 85 109 19 74 54 70 41 103 42 75 24 72 84 49 31 68 100.0
18 %t Sc 01 02 02 03 01 02 02 02 01 02 01 03 02 02 01 03 02 01 02 1000
19 % Sm - 0.1 - 0.1 - - - - - - - 0.1 0.1 - - 0.1 0.1 - - 36.8
20 HHSr 299 429 459 458 474 57.6 554 462 57.0 392 292 47.8 60.8 36.8 493 483 67.6 50.9 48.1 100.0
21 %t Th - 01 01 02 01 01 01 01 01 0.1 - 02 01 01 01 01 01 01 0.1 89.5
22 B TI 0.1 0.1 - 0.1 0.1 - - - - - 0.1 - - - - 0.1 - - - 31.6
23 HLv 02 13 09 15 06 09 09 10 07 09 04 18 12 09 06 16 10 05 1.1 100.0
24 LY - 02 01 02 01 01 01 01 01 01 01 02 02 01 01 02 02 01 0.1 94.7
25 f@mcCd - - - - - - - - - - - - - - - - - - - 0

T 27 FoRARMH, HABSR RS I B TT R R

Note: “~’meant not detected, elements not listed in the table are not checked out.
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vt A 3L AR R -1k A8 AL S R 2R IF e, DR 55 4B D,
ThERZRAENY, EHATE R O
Al figsss R RIZLUSON HIHEA T4, IR
A TR it A R A A o 38 0 LR B 5 mL
HIR AT 3 mL 30%I1 3 AL ZOR 58460 T i Ab B
VA TR T TR T A ot 4 LTSS R A 1 FE oK, e
A A R i AR A B A

HE 258 2015 FERRTPHELE T 17 Ry E
SR MAETESE, B<5 mgkg!;
0.3mgkg™; i<2mgkg'; K<02mgkg'; fi<
20 mg-kg™', BAREIMLH T RINAH P, HfSH
HARERR &L, ik 5 /M, X 5 FhiES&)E A F
TCRBITERR RV LA .

AR IC R i BT R M EIT R A
B, M ARLE T2 — TR E R ITE,
FAREG . B, BE. ISR SEREANKEETZ—
AT HA H R BAR<100 mg MITRFNRM T
R TR W TR E TR, I Bk
BLOHEL AN BRI REL T R CER , WAk R
. SR, BAAWERNE, AR e R A
DIREEIRCR gy . 5. k. BR. &L BRRIE
SR TR IE AR PR A Z 5t DR 2t B
PAgE R ™ AR 520, 45120, S5O R ) F )RR (1)
S R LR IER IR, (BT R AL 24T
Jitises , MBS AL, RN S BORE R, B S
SRESIIKEEAL, (O ; $HOCER B £ R T RE R Y
O SRS E RN, 2SR A S FEURN
Baia . BRAR, ST RMME  BIIRT .
ERR ARSI AR SO, T O R AR
RS . LS T hRESE TEN S E
Ab, HAbITR S g R s,
4 R

AR5 38 3 WD T i SR AR TR A A T
HIALEE, 454 ICP-MS Xt 37 MHl e R T2 &
GiHT, RS T EEARHL T 37 P IEHLIOTER I
Bio WONERARME ., Pl . MEFI, AT
TEEALHL T 37 FhIEHLOTER A& R E
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