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H E R AIRANMNERFESMP2AMNANAETLEG T 5, ik RN ERBEFETHRAE R, FHEH1300W,
AF AR E A 1.5 Limin, R A% 4 0.8 L/min, 585 22 F 4 0.2 L/min, B4 018 4 10 s, 2R b1 A 1s, T 1R, MEH X A4
AW Lk, KA SPSS 16.0 4ot Mk S AB AT RS AT A AR R ST, SR Bk B A5 4B AT A AR A AL L B AR
AR BB AR BE AR BB AR RAE I R B R B R TE E £ #  50~250 pug/mL(7=0.997 2) .25~100 pg/mL(r=0.998 9) .25~100 pg/
mL (r=0.997 7) . 2.5~15 pg/mL (r=0.999 6) . 25~150 pg/mL (#=0.999 1) ,2.5~15 pg/mL (#=0.999 9) ,2.5~10 pg/mL (r=
0.999 9) .2.5~10 ug/mL(=0.999 9) .2.5~10 pg/mL(#=0.999 9) .2.5~10 pg/mL(r=0.999 9) .2.5~10 pg/mL(r=0.999 8) .2.5~
10 pg/mL (7=0.999 6) .0.5~2 pg/mL(#=0.999 5) .2.5~10 pug/mL (»=0.999 9) .0.5~2 pug/mL (+=0.998 3) .2.5~10 pug/mL (r=
0.999 7) .2.5~10 pg/mL(»=0.999 9) .2.5~10 pug/mL(r=0.999 9) .2.5~10 pg/mL (»=0.999 9) .0.05~0.2 pg/mL (»=0.999 2)
0.05~0.2 pg/mL (r=0.999 7) ; ¥4 % B A8 2 M | F 8 X% 49 RSD<5.0% ; An Af =K & % 93.9% ~106.9% (RSD % 0.22% ~
2.94% ,n ¥ H 6), A7 AR FEAS BAG MRS T TR AMAE RS2V A AR TR ALRAA — WM AN, it %5 %
PR WA A EE AN E AT, T TIREE AR 21 A TSR e R e T,
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Simultaneous Determination of 21 Inorganic Elements in Hypericum japonicum by 1ICP-MS
MA Lijuan', HAN Le°, LIU Xunhong’, WU Qinan’, FU Xingsheng®, XU Hu’ (1.Jiangsu. Provincial Hospital of
TCM, Nanjing 210029, China;2.College of Pharmacy, Nanjing University of TCM, Nanjing 210023, China)

ABSTRACT OBIJECTIVE: To establish the method for simultaneous determination of 21 inorganic elements in Hypericum japoni-
cum. METHODS: ICP-MS method was adopted. The power was 14300 W3 flow rate of cooling gas was 1.5 L/min; flow rate of
carrier gas was 0.8 L/min; flow rate of auxiliary gas was 0.2 L/min; integration time was 10 s; delay time of 1 s; repetition times
was one time; measurement mode was standardscurye miethod. SPSS 16.0 statistical software was used for relationship analysis and
main component analysis. RESULTS *The linear range of iron, magnesium, calcium, aluminum, potassium, sodium, zinc, co-
balt, nickel, barium, manganese, phosphorus, selenium, titanium, strontium, copper, arsenic, cadmium, chromium, lead, mer-
cury were 50-250 fg/mb(r=0.997 2), 25-100 pg/mL (»=0.998 9), 25-100 pg/mL (»=0.997 7), 2.5-15 pg/mL (+=0.999 6) ,
25-150 pg/mbuy(r=0.999 1), 2.5-15 ug/mL(r=0.999 9),2.5-10 ug/mL(r=0.999 9), 2.5-10 pug/mL(»=0.999 9),2.5-10 pg/mL(r=
0.999'9) ,2:5-10 pg/mL(»=0. 0.999 9), 2.5-10 pg/mL(7=0.999 8), 2.5-10 pg/mL(r=0.999 6), 0.5-2 ug/mL(r=0.999 5),2.5-10
pg/mL(7=0.999 9),0.5-2 pg/mL(»=0.998 3),2.5-10 ng/mL(r=0.999 7), 2.5-10 pg/mL(#=0.999 9),2.5-10 ng/mL(r=0.999 9),
2.5-10 pg/mL (r=0.999 9),0.05-0.2 pug/mL(r=0.999 2),0.05-0.2 ug/mL (+=0.999 7), respectively. RSDs of precision, stability
and reproducibility tests were all lower than 5.0%. The recoveries were 93.9%-106.9% (RSD were 0.22%-2.94% ,n=6).CONCLU-
SIONS: The method is simple, precise, stable and reproducible, and can be used for simultaneous determination of 21 inorganic el-
ements in H. japonicum.
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5 (Pb) 7K (Hg) B 5 -1 T4 AT F1 L, DA Sy s HE
PR B R S e P E PR SRR A 1 S 2 K

1 ##l
1.1 {88

Optima™ 2100DV %! ICP-MS 1% ( 3 [# Perkin Elmer
23w s ETHOS B fRltife 11 it A (ZE R A Milestone 22 ] ) 5
DF110 #4573 87 K- (5N 38 B AL AT IR A |l ) 5

DHG-9023A 7 B, $RE I 355 XU 1 4 (IR 22 SE 06 1%
HARAAD)
1.2 i®F

YAl "As. “Ba."Se . "Bi."*Cd.“Co.”Cr."Cu."Mg.
“Mn.“Ni, “Ti."P."Zn £ 0 Z IR A AR SV (L5
GSB04-1766-2004) DL & *Fe . “Al. *Mg. “Na. “Ca. “K .
“Sr, " Hg. *"Pb . J0 F b5 ME I W (IS 400 R
GSB04-1726-2004, GSB04-1713-2004, GSB04-1735-
2004 ,GSB04-1734-2004 .GSB04-1720-2004 .GSB04-1751-
2004 ,GSB04-1754-2004 . GSB04-1729-2004 . GSB04-1742-
2004) ¥4 A FE A 64 )8 K AR Ao,
JT R FE Y R 1 000 mg/L s iR (AR IR My o 2l , Hov ik
N Ry oMl K 2B TK
1.3 Zhtt

i H 2 b (L3R 1) 2R i P B 2 R 2E TP 25 58 2
F 2 XYL A2 50 0 B o B SR UEAF T R o v

x1 EEHHRR

Tab 1 Sources of H. japonicum
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2.1 UEITIEEG

2.1.1 ICP-MSZ&%k Ih%.1300 W; B HI SR 1.5
L/min; /<33 : 0.8 L/min; 5 B < i : 0.2 L/min.
2.1.2 P ZAE FUREFIA] 10 o5 QEIRMHE] « 1 s 5 P 7
KAl gt =L 1K,

2.2 BRHIFIE

2.2.1 St KIRGHARESIEI K% &I Sr BT R AnifE
SR IAE0.5.0,10.0,15.0,20.0 puL, 3 & T 10 mL ik
s R 2 K BT R AR 0.0.25.0.5. 1.0, 1.5
mL, /5 EF E 10 mL 8, I 70 % S B2 1A )
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1.8 mL, Jin7K 22 %5 , il 5 Sr 5 8 ¥ £ 43031 24 0.0.5., 1.0,
1.5.2.0 pg/mL, K J5T 2 ¥ & 43 591 4 0,25 .50, 100, 150
ng/mL (1) 2251 St K IR A Fr v b A T

2.2.2 Pb HgiRAFRMEMIFW K% = ELPb Hg Ho0
EIRUEM VA 20 uL, B T 10 mL 8, Ik E %%,
il B Pb  Hg JF e BE 10 2 ng/mL IR bR UE SRR
F % B B E 3R Pb Hg IR AR i BE 0.0.25.,0.5.,0.75
1.0 mL, 4351 & F 10 mL & i H, #ERR A 70 % RS R %5
W 1.8 mL, /K 52 %5, i % Pb . Hg S & ¥ B 35 43 51
0.0.05.0.1,0.15.0.2 ug/mL () & 51 Pb . Hg 1R bR 1fE i
W

2.2.3 Fe.Na,Mg.Ca AIRSFRIESIFR A5 % 5
Fe MICZARIEMN AR 0.0.5.1.0.1.5.2.5 mL, Na . Al oG
HFRUES A4S 0.0.025.0.05.0.10.0.15 mL, Mg.Ca
TCENREM IR 0.0.025,0.05.,0.075.0.1 mL, 435I &
T 10 mL A=, HERA N 70 % AR 7 0.09 mL, finzK &
25, il B Fe Jot et Wk B2 433124 050,100, 150,250 pg/mL,
Na. Al it & ¥ & 43 5% 4 0.2.5.5.0,10,15.0 pg/mL,
Mg . Ca Jii v 443 51124 0,25 .50 .75, 100 pg/mL [ 5
%) Fe Na Mg .Ca AlTE S FRUESM AR -

2.2.4 As.Ba.Se.Cd.Co.Cr.Cu.Mn.Ni.Ti.P.ZniE &
FRUESDVE TR RS2 B U R IR A PRUESL 1 0.0.25,
0.5.0.75.1.0 mL, 2 % & F 10 mL &3 4, #ERA N 70%
MRV 1.8 mL, JiNZK %E %%, il B & As.Ba.Se.Cd.Co.
Cr.Cu.Mn.Ni.Ti.P.Zn JiT &5 ¥ )43 5] 5 0.2.5.5,
7.5.10 pg/mL () 51 As .Ba,Se .Cd.Co,Cr.Cu . Mn Ni,
Ti P Zn iR A FRUES A
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RSD<<5.0% (n="6) , WA L R4
F2 MHPFE LEEESRNR
Tab 2 Regression equations, linear ranges and detec-

tion limits

FRlCE ElEygE r HAER, g/l KRR ng/mL
Fe y=3.153x 10%—1.4854x10°  0.9972 50~250 327
Mg y=5361 x 10%+2.777 X 10° 0.998 9 25~100 835
Ca y=1761x 10%+3.378 X 10° 0.9977 25~100 614
Al y=4.209x 10+4 478 x 10° 0.999 6 25~15 537
K y=T460x 10%—1.674x10° 0999 1 25~150 1020
Na y=3286x 10%—1261x 100 0.9999 25~15 117
Zn y=4341x10%—1652x10° 09999 25~10 86.1
Co y=1.107x 10+6.624 x 10° 09999 25~10 179
Ni y=8.079x 10%+1.724x 10° 09999 25~10 7.04
Ba y=3254x 10 +1.732 X 10° 09999 25~10 126
Mn y=1652x10%—1.083x10° 09998 25~10 315
P y=1.466x 10+5.236 x 10’ 0.999 6 25~10 480
Se y=3179x10%—3.589x10° 09995 05~2 12.6
Ti y=1236x 10%=7276x 10° 0.9999 25~10 35
St y=3992x 10+8.018 x 10’ 0.9983 05~2 174
Cu y=3285x 10%—2.649x10° 09997 25~10 185
As y=3.046x 10— 1.441x10° 0.9999 25~10 207
Cd y=2436x 10%—1.592x10° 09999 25~10 184
Cr y=1770x 10%—1334x 100 09999 25~10 35.6
Pb y=18.548r+16.004 09992 0.05~0.2 9.8
Hg y=19.619r—6.209 09997 0.05~0.2 112
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22,57 N A A T (i 5 SV E R, v T
I N 0.2.4.8.10, 12 hiH#2. 173 FALZS T AR 4%
PRHEREIE IE SR B TR S X R . 255, ST
B TS B A R 9 RSD<<5.0% (n=6) , F B {it it
ATE TR T E 12 h N FEATEE
2.7 BEEMHAR
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Tab 3 Results of recovery tests(n==6)

Rl TEEREICE, % TFEEERIER, % RSD, %
Fe 98.3~995 9.7 044
Mg 100.8~101.7 1013 030
Ca 102.8~103.8 1032 040
Al 942~95.6 949 051
K 98.4~99.0 9.7 022
Na 1009~101.6 1013 026
n 104.8~105.7 105.1 036
Co 98.3~100.7 9.7 115
Ni 101.5~106.7 1045 200
Ba 99.8~103.4 1018 128
Mn 95.4~98.1 9.7 099
P 93.9~95.7 949 073
Se 99.7~106.9 1034 284
Ti 93.9~96.5 95 1.16
St 1002~103.5 1014 115
Cu 98.3~102.5 1002 153
As 08.1~104.7 1014 270
ad 98.5~105.1 1027 294
Cr 973~100.1 9.8 115
Pb 99.5~104.5 1024 206
Hg 98.1~1034 1016 249
29 HMERPENTEESENE

B LT HEZG MR A3 B, 43 e “2.2.57 3 J kil
B TR, T 2.1 TR A TAE SRR
0K R ST R I A S S 2, S5 R R4
(7 P “ND” Ry R A E] )

f12¢4 A1, Al.Ca.Fe . K Mg P X 6 FC R -1
TS T HAOTER R K TR M

RPN TERSENELR (n=3,ng/g)

Tab4 Contents of inorganic elements in samples(n=3,ng/g)

HRRS Al Ba Ca Co Cu Fe K Mg Mn Na Ni P St Ti In Se Pb Hg As Cd Cr
S1 928 1560 1343029 799 1121 18520 5968 1247  ND 168 183 1540 386 74l 217 L3 075 011 005 328
2 856 1140 1409 021 778 88 15220 7893 1304 ND 137 2210 3010 428 174 ND LI2 128 007 029 259
$3 1791 1780 2430 055 876 1655 16850 5521 2892 1250 208 2013 952 620 338 ND 131 065 005 01 301
4 1267 1450 1200 073 527 1415 22340 6056 2485 1390 177 1420 1730 607 217 068 081 204 ND 010 254
$5 996 1470 1534 044 686 1360 19650 5891 3551 2350 132 1443 1520 459 ¢S5 ND 135 152 ND 003 255
S6 1652 2850 1543 067 725 1145 18210 5342 1683 1060 223 2214 1470 689 205 ND L7203 019 001 401
S7 1578 1820 1961 061 602 1489 22340 6524 6032 380 176 3268 2560 721 258 ND 157 068 ND 005 365
8 1120 1460 1632 051 415 978 16770 7609 3253 443 185 2636 1920 418 206 ND 102 135 ND 030 278
$9 899 1250 1527 031 401 854 20450 7325 2013 549 167 2800 3060 483 155 ND 098 088 ND 01 205
S10 S8 1130 118 ND 624 471 18110 5031 1998 456 109 1064 884 207 235 ND 142 065 016 003 068
Si 27969 676 015 584 64l 27860 4416 2455 245 08 1681 608 186 286 ND 068 102 ND 006 035
TR 109564 1534 150430 045 638 109064 1966545 6160.80 26285 12881 160 206000 17504 4731 2873 143 1§ 102 012 01l 250
e 996.00  14.60 153050 047 624 112100 18520.00 5973.50 245.50 10600  1.68 201300 15400 4590 2350 1425 L1208 011 010 259
TRlEfE 40081 487 44544 019 146 35204 335742109861 12890 10952 040 69035 7894 1689 1549 074 031 047 005 009 L0
BRE 179100 2850 243000 073 876 165500 27860.00 7893.00 60320 385.00 223 326800 30600 7210 7410 217 172 204 019 030 401
FUME 42700 969 67600 0.5 400 47100 15220.00 441600 12470 2450 083 106400 6080 1860 1550 068 068 065 005 000 035
FriEZ B 2017 4F55 28 450 153 China Pharmacy 2017 Vol. 28 No. 15 <2117 -



As . Cd X B A% . 11 S [R] 72 b 24 b4 R i b
ZRTNITCR N T -EIAE —EMNES .
2.10 FEWHHHFAEEES T
2.10.1 RSk B L BTOR AT R Z B RE S
A B 17 R TRALIT R AT 8, W SPSS 16.0 e 14k
AL Hp B R AR P X6 TR 50 A A o A Ak 3 (I
F5) o T HERAEAE K T kR S ok 8 T A A K
P A5 ATHN, HT 5 AP FE R (K Mg P .Ca AD Y EFH
TR IA 87.348% (>85% ) , HH L n] 10 Rt BB 24 44 Hp
TCHLITE 100% 15 H .

x5 FEERTEE

Tab 5 Characteristic value and contribution rate

EAg FHLfi R0, % RRVIETHE, %
1(K) 6.804 40021 40.021
2Mg) 3547 20.866 60.887
3(p) 1977 11632 72519
4(Ca) 1537 9.043 81.563
S(A1) 0.984 5.786 87348

KMO 4t 5 Bartlett’ s ERFEAG H6:45 5 . KMO 483
1 =0.475, BRIE A 10 °=22.616, P=0.012<0.05, &
FHEFHHT .

255 25 B KOE AC e Jim A5 IR 7 28t 4 1 , FH LA 2465 531)
B EPRE SN T PR 6, 6 nTAL S LA EH
5 ALTL Cr i BE IEAH G 55 2 4> T 75 Mg @ IE
I, 5 CumpE A, AR 22 60% LA L 1R 5k
FHET 2D ER T L5500 24 W0 s, K Mg,
P.Ca ALZMH- 250 FRHIE TCHLOC R .
2.10.2  ZGMFEAL TP IEHLOCER S B AHDCE T 24
MRE S ICHLIC R 5 S R AH SCHE A T4 SR 28 7 (1
F o TR B E R O sk ok T O I A G

®6 IERTIRENETREERE

Tab 6 Factor loading matrix after rotation transfor-

matial

S — B30y

iR 1) 2AMg) ) 4(Cu) (A

Fe 0.774 —=0.105 0.195 0.572 0.066
Mg 0.303 0.902 —0.258 —0.036 0.121
Ca 0.851 0.037 —0.081 0.049 0.179
Al 0.948 —0.128 0.123 0.148 —0.144
K —0.445 =0.197 0.802 0.112 0.095
7n =0.016 —0.485 —0316 0.386 0.589
Ni 0.896 0.000 —0.083 0.051 —0227
Ba 0.785 —0397 0.023 —0.175 —0.297
Mn 0.378 0.113 0.712 0.068 0.326
p 0.577 0.495 0.274 —0.359 0.356
Ti 0.924 0.045 0.239 0.120 —0.159
Sr 0.332 0.791 —0.043 —0.205 0.159
Cu 0.284 —0.583 —0.537 0.198 0.206
Cd 0.000 0.807 =0372 0.196 —0.026
Cr 0.924 0.027 —0.126 0.119 0.043
Pb 0.645 —0357 —0.069 —0.456 —0.050
Hg —0.283 0.520 0.113 0.707 —0.291

PE) o HFR T RIAL Z5RAE SL P I8 XSO RN I IR A G
(P<<0.01) : Al-Ba. Al-Co. Al-Fe, Al-Ni, Al-Ti, Al-Cr,
Ba-Ni, Ba-Ti, Ba-Cr, Co-Fe, Co-Ni, Co-Ti, Fe-Ti, Fe-Cr.
Ni -Ti . Ni-Cr.Ti-Cr.Zn-Se; 25 FE i 12 X 0% i 3 1E
FH 3¢ (P<<0.05) : Al-Ca. Ba-Co. Ba-Pb. Ca-Co. Ca-Fe.
Ca-Ni,Ca-P.Co-Cr.Fe-Na.Fe-Ni . Mn-P . Na-Ti, FH]Zj
AR R AR 30 X0 3R A WOCRR SRR AR 4 1Y Pk ] 4
o 258 FE b 2 X T8 R A2 3 R DG (P<<0.01)
Mg-Zn,Mg-Se; 25 B FF di v 2 X oo 3= 3 A OC (P<
0.05) : Pb-Hg . Hg-As. FIHZM LS F ik 4 X e R
WA DR IR

RT BMERPEVTERSERNEAXESTER

Tab 7 Correlation results of the contents of inorganic elements of Samples

ficg A Ba Ca Co Cu Fe K Mg Mn Na

Ni P Sr Ti Zn Se Pb Hg As Cd Cr

Al 10000

Ba 079 1.0000

Ca 069° 04900 10000

Co 083 068" 061° 10000

Cu 02900 03000 0020000600 1.0000

Fe 085 05000 0.64° 074 03400 10000

K —03000 —0.240 0 —0.090 0 —0.140 0 —0.360 0 —0.1000 10000

Mg 01600 —0.0900 —0.0600 01900 —0.4500 0.0100—0.1700 1.0000

Mn 03900 01000 05200 04100—02200 04900 03000 03100 10000

Na 05500 03400 05300 05800-00200 065 02300 02300 089 10000

Ni 090" 079" 062 075 0.1400 066" —04500 00900 01000 02300 1.0000

P 04500 03200 063  04600—05500 02600 02800 04800 0.67° 05600 03700 10000

St 01200 —0.0500 —0.1800 —0.080 0 —0.3000 0.0700—0.2800 05200 01100 0.1400 02300 0.1500 1.0000

Ti 093 074" 03500 085 0.1400 082 —0.1900 02600 04200 064" 084" 04600 03700 10000

n —00500 00200 0.1500-02300 0.5000 0200000200 —0.91" —0.1600—0.1200 0.0000—04800—0.3200 —0.1600 10000

Se —0.0800 0.0000—0.0400—0.1200 02700 0.1200—0.0300 —0.82"* —03400—0.2700 0.1000 —0.5400 —0.0900 —0.0800 087 1.0000

Pb 05500 070° 04200 05000 03800 02800—04300 0.0800 03000 0.5100 04200 02500 00200 05000—0.0900—02700 10000

Hg —02100-04500 03200 0070003500 0.1300 01400 03100 00400 0.0100—02200—0.1900 0.1600—0.0700—0.1700 0.0400—0.59° 10000

As 00500 0.4800—00900 0.1200 0.4900—0.2800 —0.4400 —0.3900 —0530 0 —0.3300 0.1800 —0.3800 —0.2800 —0.0600 0.1800 0.1900 05500 —0.61°  1.0000

ad =009 0 —0.350 0 —0.3100 0230 0 —0.1800 —0.050 0 —04700  0.5700 —0.050 0 —0.260 0 0.0000 —0.1200  0.4600 —0.090 0 —0.300 0 —0.2200 —03100 0.5100 —0.3900 1.000 0

Cr 083 078" 04400 064" 03100 073 —04500—00100 02300 04100 086" 01800 03800 085 0.900 02300 05200—0.1600 0.1400 0.0500 10000
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W OE R AIRNMNEREE P ELESTNG K RITARR St AR R £ BATN YR, F ik RN R
F oK R (BALWE Rk A ERAE B Rk KOGk 2 254 b ah(As) & (Hg) 45 (Pb) 48(Cd) 4RA(Cu)dg 4% . ik
RE Aty AL B T4 F £, 4R As Hg Pb.Cd Cutbill i & % L 58 B £ 3 4 0~40.0~0.9.0~80,
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Comparison of Different Producing Areas and Parts on the Contents of Heavy Metals in Vespae Nidus
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ABSTRACT OBIJECTIVE: To establish the method for simultaneous determination of 5 heavy metals in Vespae Nidus, and to dis-
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