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Simultaneous Determination of 20 Heavy Metals and Trace Elements in Sargassum Pallidum and
Sargassum Fusiforme and Its Adulterants by Microwave Digestion-ICP-MS
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ABSTRACT: OBJECTIVE To establish a method for the determination of 20 heavy metals and trace elements in Sargassum
pallidum and Sargassum fusiforme and its adulterants by inductively coupled plasma mass spectrometry(ICP-MS), and to
determine the distribution of heavy metals and trace elements in Sargassum pallidum and Sargassum fusiforme. METHODS
The 3.0 mL nitric acid and 1.0 mL ultrapure water were added into the sample and digested to the microwave digestion procedure
and then determined by ICP-MS. The carrier gas was argon, the collision gas was helium, the plasma gas flow rate was
15.0 L'min~!, the carrier gas flow rate was 1.17 L-min~!, the plasma radio frequency power was 1.3 kw, and the creep pump
rotation number was 30 r'min~!. Full quantitative analysis model was adopted. RESULTS The 20 heavy metals and trace
elements measured had a good linear relationship. The detection limit for each element was of 0.001-1.701 pg-L~!, with the
average recovery from 78.6% to 108.2%. As was the highest content of harmful element, Mg, Ca, Fe, Zn, Sr were higher than
other elements. CONCLUSION The method is simple, accurate, specialized, repeatable and sensitive, internal standard
method can improve the accuracy of measurement results and can be used for the determination of heavy metals and trace
elements in Sargassum pallidum and Sargassum fusiforme and its adulterants.
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#2015 AFRRAE 2010 4FRAYHEARG LS8N T E 4R
LA EFETRMKGA, H2 HME T 8(Pb)Aaid
5mg-kg™; HA(CHAFIT 4 mgkg™; RHg) AT
i 0.1 mg'kg™; Hl(Cu)AEL 20 mg-kg &7 X
fifl (As)TC R B R EEBRIE o M ARG 30 v i S TR
i 8 2, Wi p 3 2R O il A i % T
S. muticum(Yendo) Fensholt, i S. horneri(Turn.)
C. Agardh, F[LHJE# S. henslowianum C. Agardh
et oy B S. siliguastrum(Turn.) C. Ag.5%,
AR B E i SR A B R T R S
TCRIATINGE , LA A5 Bs AR OC 1 B 5
N2 A 5 E ST AR SR R AR

H i rb 24 e 4w I O 1 R A T
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AAS) , JE T 9 )% 6 1% ¥ (atomic fluorescence
spectrometry, AFS), HLJEHE G 55 B 1R it 15 7k
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XTI EAGITTER WA, R . X
B E GBI 24 PTE Pb, Cd, As, Hg,
Cu ¥HEESETLE. X RnEMESE
Lot TR [ SE F e b, ARBIFSE SR T
WHfEHA , 454 ICP-MS R IFA , X 24
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A REEZ Y,
1 ##
1.1 s

Agilent 7900 7Y rfJBAR A 45 B TR UL (35
Agilent FHE YA R A H]); BHW-09C #UE IR
T FRAL (R 1ERE AL = B A B2 R ) s MS105DU
B3 53 2 — W5 R (R - 4T 0 2408 i
AR Milli-Q 1Q7000 Rl H 4l /K £ 4 (4% B i
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20 FPOT RIS X ST A (L), B
(Mg), i(Al), %5(Ca), #U(V), #(Cr), % (Mn),
#:(Fe), %1(Ni), Cu, ¥£(Zn), As, fifi(Se), Hn(Rb),
BH(Sr), 4(Ag), Cd, #(Cs), ¥l(Ba), Pb, [
Inorganic Ventures NE], 1S K2-MEB653023,
RITEFEWEIN 10000 pgL']; £4(Bi). 4l
(Ce). #H(In). #&(Lu). #E(Rh). Hi(Sc). FX(Tb)E
BN S . 5188-6525, Kt EREHkEY
A 100 000 ug-L-"Al Ce, Co, Li, Mg, TI, %(Y)
FRUETIS R (5. 5185-5959, K ICE ki
A1 ug LYY 2EE Agilent A FI$EAL; KA H4L
K5 65%HHIR (BR Tk THARABR AT, fgkal, it
5 : K48328756642); WAMZ IR 99.999%H)
i A,
1.3 FEfh

24 HERESOCRIEULRT . FEGCRTE “HA iy
S WTB R AR, ORIE AL A1 CRET W
SR BRI 24 )5 W SE T RE & o B 2T B
i 25 R IR T K R R AT R 2 s e, BR(E
B 1,
Tl HERBERERLEGAE

Tab. 1 Sample source and basic source identification
information

Fefdi's KR Al e

1 Hilt FERDEWE Sargassum henslowianum C.Ag. Tk

2 Hilt W% Sargassum fusiforme(Harv.)Setch. 1E &

3 Hlt FIRH ¥ Sargassum vachellianum Grev. i

4 Hilt 4% Sargassum horneri(Turm.)C.Ag. thih

5 Hilt W02 Sargassum fusiforme(Harv.)Setch. 1E &

6 Bl FIRE R Sargassum henslowianum C.Ag. i

7 Hilt  #i#E Sargassum horneri(Turm.)C.Ag. it

8 Hilt 5T Sargassum pallidum(Turm.)C.Ag. 1Efh

9 Hilt EMW02E Sargassum fusiforme(Harv.)Setch. 1E &

10 Hlt FIRH ¥ Sargassum vachellianum Grev. i

11 ZIM  WEFRT Sargassum kjellmanianum Yendo. i

12 Hilt EMW02E Sargassum fusiforme(Harv.)Setch. 1E &

13 Hilt FIRE R Sargassum henslowianum C.Ag. i

14 Hilt LIS EEE Sargassum vachellianum Grev. R

15 Hilt Rt ¥ Sargassum siliquastrum(Turn.) C.Ag. T

16 Hilt FICSE# Sargassum henslowianum C. Ag. TRk

17 HR EWISE Sargassum fusiforme(Harv.)Setch. 1E &

18 Hfr 2838 Sargassum fusiforme(Harv.)Setch. 1E &

19 Jbat 2B Sargassum fusiforme(Harv.)Setch. 1E &

20 K&k FMZE Sargassum fusiforme(Harv.)Setch. 1E &

21 K%k ¥ Sargassum horneri(Turm.)C.Ag. i

22 Hilt #1% Sargassum horneri(Turm.)C.Ag. i

23 Hifr #FRF Sargassum kjellmanianum Yendo. i

24 Hofr DR Sargassum siliquastrum(Turn.) C.Ag. Thfh
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2 HESHR
2.1 ICP-MS TAE&A117

KA AT R b A, RO ES
Fiihh . PR REUE . SR, AP ity
ifb. ERSEOE . WM, A
AR, B TPRSE N 15.0 L-min™', SREERSE
A 8.0 mm, FHAWHEN 1.17 L-min~', Ffbash
Barbinton, A REXGHEZE, FUAEEERN
2°C, SFEFARNIIIESN 1.3 kW, fifEB,
AW RN 50 mL-min', B53hHE % KN
30 r-min~t, WS ECH 3, MTEIEI 0.1 s, TR
WHCH 3K, s,
2.2 WA
2.2.1 REXHEEEAEIS  AFE R 20 Fioo
RIREXT IS WA 2, H 2% R e il i
Li, Mg, Al, Ca, V, Cr, Mn, Fe, Ni, Cu, Zn,
As, Se, Rb, Sr, Ag, Cd, Cs, Ba, Pb JEk
4540514 10.0, 20.0, 30.0, 40.0, 50.0, 100.0,
200.0 wg L' B9 R AR A% R SR
222 IREWRERSIS  HSE 0.5 mL i
A FRAT R 100 mL BT, ) 2% IR
B 2 Bi, Ge, In, Lu, Rh, Sc, Tb ik
h 500 wg L' TR A PIARXT BT, VB b ARV TR
223 Al e RS, o=
S, W03 g, MEEME, BT,
JIA 3.0 mL ASERFN 1.0 mL BYFBE4LK , 5 FE 7 k1T
TR, W3R 2, WRENFHUH I fRE , REH e
7, BN R R 25 mL S, R/ R Al
IKVERTHARRE 3 R, GIFEBRW R ERT, H&E
aikER2ZE, 75, EREERER .
R2 MEMEMER

Tab.2 Microwave digestion procedure

- iiad

s 1 2 3 4
R EE/°C WIATEE 5110 110180 180—220 220—240
FHiR T [E] /min 8 6 5 5
ARFET ] /min 2 2 2 10

224 FHXREWR AL, Hadk
“2.2.37 WUT M S AW S R, IS
FA 0 FRR I
2.3 e 2y

B “2.2.17 TR R0 5Tk B TR A0 IR S
W “2.2.27 TR RGNS SR, &% “2.17
TR ICP-MS TAESMFHEAEINE , s A8 e
rh E AN 2427 2020 4E 10 F 45 37 45 20 11

',

o DARERR MBS (X, ng L) Aty , WS
55 AR LAY FEAE (N3 RASEBCF ) A
br, ZhibniErh £, 1984 0K Lt R
FEL AR 3. 4PREW, KIuRMWRERE
£ 10.0~200.0 pg L~ 5HM SR 2 RIFEMC R
2.4 JriEKH R

& “2.2.47 TR 25 (4 BIERATR &
X HE SRR R 50.0 ug LYl i, 5 HeH
B, $% “2.17 TF ICP-MS TAES&MHERENE ,
TESRAX AR B, DA 2 7 28 PR R WA A
Ma) WEAELIY 3 A5 o O 22 X5 o7 14 45 R D DT 28 i Ik
BER TR R, S5 LR 3,
2.5 AUEHAE R R

B “2.27 TR IR A ) BE S A (B R
50.0 ug L dE R, % “2.17 Wi F ICP-MS TAE
Mg gdike 6 Wk, 458, Li, Mg, Al, Ca, V,
Cr, Mn, Fe, Ni, Cu, Zn, As, Se, Rb, Sr,
Ag, Cd, Cs, Ba, Pb{{#sMiN{H RSD 7E 0.9%~
3.2%, UVLHA{NARKG 2 R ar, 2503k 3,
2.6 FEMERE

B “2.47 TR 28 i A S I T (FE e
S2), fEMI%&J5 0, 1, 2, 4, 6, 10, 12h#% “2.17
TR ICP-MS TAE AR A2 , 10 SR A0 I e 245
$, Li, Mg, Al, Ca, V, Cr, Mn, Fe, Ni, Cu,
Zn, As, Se, Rb, Sr, Ag, Cd, Cs, Ba, Pb {¥
R0 R RSD 7E 0.9%~3.2%, 2B s i 7e
12 h PASE R R AT
2.7 EEMIAE

i AR SRR S (B 25 S2)6 1y, 43 ildE
“2.47 WUFJrEEERE, #4217 WK ICP-MS T
VESFAEHERENE , SRR E 258, Li, Mg,
Al, Ca, V, Cr, Mn, Fe, Ni, Cu, Zn, As, Se,
Rb, Sr, Ag, Cd, Cs, Ba, Pb {X#smii{H RSD
TE 0.6%~3.7%, KWZITEELERLE
2.8 JIFE BRI

2RI 0 B 2 A A T (R 5 S2)6
iy, B2 0.3 g, A 3.0 mL AYAHER AT 1.0 mL
IR ZEK, FHINA 50.0 pgL-' JRE X B SIA R
I mL, #% “2.23”7 WiF Fkflitlmism, #%
“2.1”7 WIF ICP-MS M, 125~
RN IFTEREEICR . 455, Li, Mg, Al, Ca,
V, Cr, Mn, Fe, Ni, Cu, Zn, As, Se, Rb, Sr,
Ag, Cd, Cs, Ba, Pb 3t 20 Fhocz FHhnteEl ik
K 78.6%~108.2%, RSD } 0.8%~4.6%, %7k
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WERATSE, BEWG RRER P AR AT IE 2R . 8, & 42.2.37 WU Ny kR4, #°2.17 BT ICP-MS

2.9 FEdhH 20 FROCERAY S HIE SEAFHEREIE , SFATIE 3 Wk, THRCFIME, 4
W24 ititg s SAR DA EEAISRIE B, AR SRR 4,

RI ATEWNEGEXRR. RBR. FEEREZHRE

Tab. 3 Linear relations, detection limit, precision and repeatability test results of each elements

— . " _ N R
JLH Iy 5 7 r K B/ug L KFHE RSD/% T P~
Li Y=2.327x1074X+9.781x10~* 0.999 1 1.012 2.2 2.21 1.7
Mg ¥=3.637x1073X+8.561x1072 0.998 3 1.701 1.8 7792.54 0.8
Al Y=1.376x1073X+3.001x1073 0.998 6 0.736 0.9 1105.23 0.7
Ca Y=1.196x10"*X+9.138x107* 0.996 9 1.382 0.5 2 633.28 0.3
\% Y=6.391x1072X+5.217x10~* 0.999 5 0.009 L5 2.13 2.1
Cr Y=8.358x1072X+5.157x107 0.999 4 0.044 1.8 10.85 1.2
Mn Y=3.710x1072X+6.003x10"3 0.999 2 0.043 2.1 20.41 0.9
Fe Y=6.710x1072X+1.030x107! 0.998 6 0.031 0.6 708.09 0.8
Ni Y=4.180x1072X+1.158x1072 0.999 4 0.106 1.6 6.08 2.3
Cu Y=1.437x10"'X+4.314x1073 0.999 8 0.014 0.9 7.34 2.0
Zn Y=1.860x10"2X+3.665x103 0.9920 0.070 13 18.95 0.7
As Y=1.354x1072X+2.712x107 0.999 5 0.188 1.2 102.05 0.5
Se Y=6.501x10"X+3.560x10~* 0.997 6 0.285 2.9 0.74 1.3
Rb Y=4.218x1073X+6.066x10~ 0.999 8 0.033 2.4 26.54 1.4
Sr Y=5.581x1072X+1.026x10"" 0.999 8 0.057 1.8 1108.07 0.4
Ag Y=8.686x1073X+4.347x107> 0.999 7 0.003 1.9 0.05 34
Cd Y=1.075x1073X+9.671x107° 0.999 6 0.016 2.9 1.59 23
Cs Y=1.597x10"2X+8.560x10° 0.999 7 0.001 2.4 0.16 2.4
Ba ¥=3.083x1073X+5.360x10~* 0.999 5 0.058 3.2 46.52 1.1
Pb Y=1.409%10-2X+3.275x10~* 0.999 7 0.006 2.1 221 2.7
Ta 24 AR 20 BT R G BENE L R(0n=3)
Tab.4 Results of determination of 20 elements in 24 samples(n=3) mg-kg™!
w5 Li Mg Al Ca V. Cr Mn Fe Ni Cu Zn As Se Rb Sr Ag Cd Cs Ba Pb

1 228 9863.67 313222 9027.12 625 3023 247.54 1757.17 5.07 2.78 1549 12540 147 31.66 181636 0.03 1.86 041 27.73 3.57
126 779461 110822 263574 2.12 1097 2091 707.02 6.12 7.23 1931 101.68 073 27.42 1109.77 0.06 1.61 0.17 47.15 2.13
234 10089.79 3915.89 489476 8.99 5223 82.67 294395 8.06 3.91 18.61 8427 192 33.94 137552 003 195 050 44.02 1.86
235 1074071 3974.66 724571 498 30.00 96.89 1857.39 1528 5.71 1486 9731 1.90 5470 1289.11 0.02 0.80 046 30.69 3.52
049 2032373 130136 3560.56 2.16 827 4451 726.1031.73 3.09 1927 47.89 0.55 14.84 171621 0.02 0.73 0.17 33.32 145
199 10584.63 335341 389191 1132 36.13 86.67 3 157.4273.36 5.16 19.46 121.65 132 3245 1289.87 0.03 1.62 042 35.72 2.02
338 16634.80 524529 3296.83 8.98 19.97 429.98 3246.65 5633 6.85 29.78 88.94 3.08 20.89 1579.42 0.02 049 0.80 102.80 3.64
1.09 1250850 158432 369676 3.11 17.13 5542 115143 17.72 494 3377 9226 1.16 2037 1698.08 0.03 3.39 025 101.46 1.80
123 779447 76135 327403 186 354 1893 51204 562 893 12.87 93.07 023 18.11 130498 0.11 247 0.13 53.12 1.10
10 051 988554  738.17 429569 4.10 1434 46.15 839.53 471 129 6.65 110.65 038 2341 156803 0.03 229 0.07 17.01 0.80
11 157 2039275 1593.05 2964.59 2.78 831 275.76 1019.83 2331 4.00 2530 147.88 0.74 29.58 1253.67 0.02 0.98 025 52.61 1.65
12 044 11462.08 917.98 424223 3.05 9.80 84.60 786.9022.13 2.12 1098 169.06 042 28.17 145531 0.03 094 0.09 1584 0.76
13 019 972850 501.09 4580.05 2.76 34.07 49.85 1055.11 69.93 3.09 14.57 202.35 035 24.70 184422 0.01 029 0.04 14.58 0.50
14 332 855131 537213 662941 8.61 50.78 147.87 313629 650 7.18 28.10 77.59 2.92 33.72 164227 0.02 1.59 0.77 61.85 4.54
15 120 1104359 157650 593347 343 19.85 60.72 1052.84 14.62 336 14.04 139.50 0.70 28.01 144206 0.02 048 020 17.94 1.94
16 032 948130 538.04 434274 322 3725 5028 1206452278 1.69 7.56 207.67 024 23.85 174645 001 027 0.04 13.86 0.52
17 067 962798 162144 429207 397 29.14 6037 1296.3241.86 3.09 1586 143.58 0.79 28.61 1499.64 0.09 0.68 022 2493 124
18 057 913233 1821.63 3606.13 6.61 1680 5225 1930.64 8.75 325 12.15 11479 097 3137 137465 004 1.92 021 2699 0.96
19 098 743594 72934 239677 1.70 446 1534 51049 7.04 572 1488 87.16 027 2949 921.03 0.08 1.75 0.13 3744 115
20 092 7098.67 1450.88 2482.05 249 899 22.16 802.87 7.82 6.67 1323 6722 0.67 2890 94637 0.09 1.94 021 47.77 1.07
21 330 13717.60 5185.16 329491 9.15 33.96 157.13 3700.20 64.25 12.95 38.02 93.99 2.37 15.00 164552 0.02 0.80 0.70 109.75 4.32
22 146 2412115 213837 325727 4.80 26.08 69.59 203532 828 4.69 18.82 64.60 1.99 19.48 166898 0.02 1.37 027 71.89 1.80
23 1.02 12019.53  860.05 4681.11 423 1208 9025 971.5017.04 2.14 13.87 17733 041 30.01 1581.04 0.03 0.89 009 1519 0.75
24 038 1131519 57756 536495 3.17 4251 57.85 1186425937 293 1554 23571 027 29.03 2176.59 0.01 034 0.05 16.55 0.6

O X 9N R W N

2484 . Chin J Mod Appl Pharm, 2020 October, Vol.37 No.20 R AN T 2427 2020 4E 10 A4S 37 #5520 1



2,10 FE I e B SRS A

K Ji PASW Statistics 18.0 /4, LA 20 i 4
J& M TR i oA i, R A R i SR 2k
T, L “SEJF Buclidean FEES” NEBEIRUE, 4
il r 24 1 e A CHLTR O i rh R 4 SR T 3R R
R, g5RILE 1,

N o= [ N N o g e
W

E1 TE#LHETERREESAN
Fig. 1 Cluster analysis of elements in different samples
3 it
3.1 bRiEdk
o 24 8 2015 45 RS 0 oA 0 5 4
B I A EILER, EME Pb AL 5 mgkg!; Cd
A5t 4 mgkg!'; Hg A5 0.1 mgkg'; Cu i
155 20 mgkg' M, (HIEXT As TOE A HE R &
PR As ML= 1R BB 2 B DA X A
A ERfEHE ) —2LY B, AR E 258 2015
=L, mE, BRI T ES R A FHFITR
IR EFE AR, B As AT 2 mg-kg™' o ARSLIRXT
M EE RS As STTRTENRY 20 FIOTR M & T
W, MESERLH, HmhESE A FILR
As FHHE 47.89~235.71 mg-kg™', #>2 mg-kg' . A
SCHRARIA , TR AR AR A I &) AR v P i
J&, JUHXT As AERRATE LRE S0, T2t
As WIS T 00, BARRTETHL As B 5 L.
A LBINRSE SR D E R As B REARE
WEERES R Mg, Al, Ga, Fe, Sr &, 4¢
A ik # . 7098.67~24 121.15mg'kg! ,  501.09~
5372.13 mg-kg™', 2396.77~9 027.12 mg-kg™', 510.49~

R AN 242 2020 4F 10 H 25 37 245 20 1)

3700.20 mg-kg™', 921.03~2 176.59 mg-kg™'; Pb, Cu,
Cd FitHFF& P EZ M 2015 AR MUBEI N 1R
HERLE . NERDLTEHEITER Mn, Zn, Se, Ni 1Y
R G BYEHE
3.2 Mzt

I B RS AT, DAIE Al FR O o 4 £
&, [A—Jum LY BGEHE, AFOTERGEHE
— 2, UEHIOTER I E 45 R TCE XA 1E i AR A i
SCHRRGERY, R [RSESON TE 4 R 1 E E R
20 TR, BAERARMEA R, T
5N A i 25 e T RE S AR KA S
MAG, s T RZFEAEMEY, B REGRKXH
EA L ERERERAE , B RIS, AR
PRAE IR . REXRUE, WS T RAERK, &
4 JE B A I ] — 2
3.3 P ARG RUS 3R R

FWE S MR, S E R E .
TSt —Fh ey v, R E 2GR AU A
MR 1 ENEEE & T ESE As 1)
SRR, W EHEAL As R, T
it — W HIE As IBRELFRIE, BABTTER AfE
fEE BRI TCHL As BYFRFEFRUE

Zi b, AWEFSESL ICP-MS [RIEHI & 24 1
B 2R E SR N TR Ok, Ed ARSI
orfr, R TR R As XKL, S
Ja I R B As B TEHL As BB bR iE
SEOEMAE , B ISR B 4 XU 4 s 2
WL, (R IA A P 58 26 T 5 1Y o < Js PR Bt e
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