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Simultaneous determination of the 16 kinds of mineral elements content in
spirulina supplements by inductively coupled plasma-mass spectrometry
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(National Institutes for Food and Drug Control, Beijing 100050, China)

ABSTRACT: Objective To establish a method for simultaneous determination of 16 kinds of elements including
Na, Mg, Al, K, Ca, Cr, Mn, Fe, Co, Ni, Cu, Zn, As, Se, Cd, Pb in spirulina supplements by microwave
digestion-inductively coupled plasma mass spectrometry (ICP-MS). Methods  After treatment, spirulina
supplements were added with nitric acid. The content of 16 mineral elements were determined by ICP-MS after
microwave digestion. Results The correlation coefficient of working curves of this method were greater than 0.99.
This method showed a low limit of detection, the relative standard deviations were under 8.61%, and the recoveries
rates were in the range of 86%-112%. Conclusion This method is simple, sensitive and accurate, which is suitable
for the simultaneous determination of multiple elements in spirulina supplements.
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Organization, FAO). Bt&EHE A &M E 2l ek
FERHAR RS, Wkt A H S 28 21
SRR o SRS D R SRR E E S A N T
20 24, SN2 0L MBS IR M s A, DAL
FEFR P ARSI 213 MR, A5 KTE
[

BieE T S A FENMETR, AXETRY5H
MUES G, AR, B AR RI/EF, Geis
A RORNT LR Sy KT PETT S B & B MR i 2 Bk
K AEREPEER W, 1B —FoKAEBE2S, A Kot A b 2 W
FACE SR, ERAEYE RIS ZA, TR e &
AT AP BAES . . BEESEEY. HitE
WA T R ERA B, BT S A e
WP, BARRE R, RN 54 T,
WREBE P YO R FECR A X LRI ik (X
ray fluorescence) Fl Jit ¥ W& I O %% % (atomic  absorption
spectrometry, AAS)HEA T 4389, X SR 5 Y6 i b ik A7
TERE A B S, AR AR ATAL B R BB, YE R s
PR A B A IR RSO G IS B A FERE A R, I3 S0
RAEB AL, LA 55 2 TR T3 1 (inductively  coupled
plasma-mass spectrometry, ICP-MS)-55 JEFIIL . JR T2 .
HLBHR & 55 B R GBI At HoA P Tt fa ek
. R AR 2 on R s

AT 2R PR i Mk - v R B 55 8 - ST 2 (] s
FEVRE RS T 16 P onR i, AR R RO
HARW AR RN R ZRTFET ST TH, &
KA 7RI, [ Ao G 5 B e . A BRAG . R g
PEUF, UEBHZ T o A R e, AR TR, AT DA R S
XA AR BRI AR A I vk
XoF B PR 9 A R 12 At R e R B R T R A
AT T Ay Frksill, RIMAE- AT R G EERBE, L
R O T T R I RLE I E S S %

2 MR5EREE

2.1 U5

ICAP-Q #Y i JEHE & 55 B A BB {1 (36 [ Thermo
Fisher Scientific 23 #l); MARSS5 B4 14 i3 (35 ! CEM 2
Al); Milli-Q BI#A 4l /K HL(7H E Sartorius 23 7]); BHW 09C
O AR IR (S 2 w]); AL204 R TR (R[]
Mellter Toledo 23 7], /&% 0.1 mg).

Na. Mg. Al, K. Ca, Cr. Mn, Fe, Co. Ni, Cu,
Zn. As. Se. Cd. Pb {RA IO RV R (0 B 430l by
Ca, K. Mg. Na 2000 pg/mL, Al, Fe 500 pg/mL, Cu., Mn,
Zn 50 pg/mL, As, Cd, Co, Cr, Ni, Pb, Se 5 pg/mL)({t
5 M2-MEB664154) . In. Re HIGEbRHER R (F SR IRE Y

1000 pg/mL, #5435k K2-IN653104, M2-RH656122,
% [ Inorganic A F]); Ge(Jig W E N 1000 pg/mL, H#Ht5H
11720-2, EZA 648 & HBF AR Bl #oe); LiCo.
In. U. Ba. Ce SIS (BREASEE N 1 ng/mL, EH
Thermo Fisher Scientific A )); ASER(DLS 4L, EZ5EAE
FRAHED,

22 LWHE

22.1 AFEERELH

KR BGE IR A G R EE R, F S%RRIA %
HH B, WA E S50 1.00, 2.00, 5.00, 10.00,
20.00 mg/L ) Na, Mg, K. Ca IREHRUEATR; HeE47
9025, 0.50, 1.25, 2.50, 5.00 mg/L ¥ Al, Fe IE&HRifE
W MREE4F 0.025. 0.050., 0.125. 0.250. 0.500 mg/L
B Cu.Mn . Zn IBGHRUERT; WREE 515124 0.0025.0.0050
0.0125. 0.0250, 0.0500 mg/L {J As, Cd. Co, Cr, Ni,
Pb. Se IRAGTRIERE -

W BUEE | mL Ge. In. Re AREAI, M 5%
PRVETRE A ZE 100 mL, 155 10 mg/L FRUERE W, RIGHE
WAREIL 0.1 mL ARG, FH SYMHMRIA W E 5 % 100 mL,
53] 10 pg/L NAR LAEW
222 HREHE

BB E S DR Ak i S BE TR VN W, RIS TR A
Y5)am mERFREC 0.3 ¢ A4y, BT TEHRINHE I
THMRRET, A S mL AERR AR b 58 42, A L In#AE
JEH 100 °CHHE T T A% 30 min, WIZEEAEE 52)5 BUL Y
fFERR B H RS, Y L RERR, AT T A TR
THARRT 0L 1.

F=1 WBKHEBER

Table 1 Time-temperature program for digestion

IR/ °C Tl 18] /min PREFI ] /min
120 8 3
150 5 10
180 5 20

T A7 58 58 5 K 1Y FR BE B Vo D, T 35 T A L
PAEIES R 120 CCMPGEEREE 2 mL LIF, A4k e s
% 25 mL A5 2R S, T SY% A BRAR B 20 515 2 F BRI,
A3 ERURI o[RS A R
223 MBIELMH

FA T BEH R 2 10 mg/L AY SR R RO U B A T e
FETAES MR, (A R . Ak . SOhgT . 9
FREFR BRI ER AR S H S R 1550 W; %
HRGERFE: 14 Limin; FAEESHHE: 1| mL/min; 4
B 0.8 L/min; SRFEIREES: 5 mm; Zibfs: MR
FAbAY, BAAEREE: 3 °C; RAEHE S HIUHER R R,
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2. KED; fif # K0 &4l & K (>99.999%), T -
4.2 mL/min; BEFEFEEE: 40 r/min; 33 B3 IFTE): 0.02 s, [A)IF5]
AFEMAE S-S NARR G (Ge . In, RelO pg/L)iE4T
ioaill

224 HamnE

quantitation, LOQ)!", #MEFRFEHRE 0.3 g,

ERE 25 mL i,

R A LR TIER RS ERIR, 49— 3.

®2 BRRLKMAE BXRRREMTEE

Table 2 Liner equations, correlation coefficients and liner

ranges for each element

TERAL LA S TR B A NAR, KRS AGF TLE LI HRRE AAEWEE/(mg/L)
. PRAETRI . FREALES . FRANERI . MRHEOCE BE AL BNa  Y=3694426X+223038  0.9963 1.00~20.00
= D7A Eils 4\‘ 4k AANRE H AN )
ZERIR AN R BE, R RRR 3 . Ll UMg  Y=1623364X+220423  0.9947 1.00~20.00
BLEJG RERELE R IRIRCY), BRI E R AR 0, YAl Y=547317X+27094  0.9981 0.25~5.00
bR e 2, MR AR VE IR 2R 1345 BRE S A B ' ' '
PK Y=1413495X+36169 0.9959 1.00~20.00
3 ERES “Ca  Y=114426X+8987 0.9989 1.00~20.00
52 — ~
31 &MEE Cr Y=29484X+16838 0.9976 0.0025~0.0500
N . N . SM Y=19679X+5023 0.9949 0.025~0.500
TEAE B EE SRR T, IKIRBIA RIVBRHEVS W, TEZRTR 8
IUPIRRI I, HEAT ICP-MS S} . VLA TE R bR Wevk i TRe  YSTT2035X411764 0.9989 025~5.00
FREARAR, 5 I0F 5 AR P AR e L E A FLE R Ak bR, 42 *Co Y=53575X+612 0.9986 0.0025~0.0500
HlbRHERTZE, MRRBIIKTF 099, FoLRLMFFE. M SONi Y=12909X+4836 0.9952 0.0025~0.0500
S 22K T 2B RS R
KABMANEER R 2. $Cu Y=33381X+17721 0.9942 0.025~0.500
32 WKRHRSEEEMR 57n Y=5302X+22096 0.9967 0.025~0.500
Bvi I \2g Y 1 . AL 75 _
2 2.2.3 WR kfileg 11 6y (kRS RIS A0Sz As Y=2568X+25 0.9961 0.0025~0.0500
5 4% WRIERERIN, 5 TCE AR ) i
ST NIRRT 54 TR IOPRIERE, DL 3 f e Vo258%427 09969 0.0025~0.0500
BRI R 22 5% LAV JE AR UE LR BO AR, 1545 E R M 1LaR ved yetisarxeos 09950 0.0025-0.0500
¥ H R (limit of detection, LOD); LA 10 {545 R 22 Bx LAAH ’ ' ’

— — v y o Z — v Py . . 208 = . . ~U.
T ZE AT I 2 O R, 54 T 2 A B f B (limit of Pb Y=143870X+55754 0.9945 0.0025~0.0500
#*3 KRUERSEZR
Table 3 LOD and LOQ

TLHE SR A HE FR/(mg/L) {5 A2 B FR/(mg/L) 5 gk BR/(mg/kg) 5 o w R /(mg/kg)
»Na 0.003 0.009 0.2 0.7
Mg 0.01 0.04 1 3
YAl 0.02 0.06 2 5
¥K 0.004 0.01 0.3 1
“Ca 0.01 0.04 0.9 3
2Cr 0.0001 0.0003 0.009 0.03
>Mn 0.0001 0.0005 0.01 0.04
*Fe 0.02 0.06 2 5
*Co 0.000006 0.00002 0.0005 0.002
ONi 0.0007 0.002 0.06 0.2
Cu 0.0003 0.001 0.02 0.08
Zn 0.005 0.02 0.5 2
PAs 0.00002 0.00005 0.001 0.005
8Se 0.00009 0.0003 0.008 0.03
"ed 0.000006 0.00002 0.0005 0.002
208pp 0.0003 0.001 0.02 0.08
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33 FHREREMBEE

AR RE S AT AR 6 0y, % Bk )5
ICP-MS il x& H & &, i+ & H AH X 45 #E I 22 8
2.26%~8.61%:; MERFREL 0.3 g ZeAREN, 1H R mAE R
R TR, WLl 86%~112%, W& 4, 455%
R AR 3 B3 0 Y T 32 KRS 4
3.4  EPREERAEN

FERRA o i b 9 A Eh R 12 HEUR RS fR (a b
YT R S RET T AT RI, R ISR L 5. AR
R 45 T LA SR fR (g & & 2R e R, (AR
TR A s PR A, L i 4500 R i 25 AR
XATRE SR b . AR RR L O LA X, Hrp
Zn, Cu, Mn, Fe Mt RAEEFRFPAARERENE X,
EAMER TR, ERNEHTRIE . PfL s s
FEEAMEH, Se HREM THIUEMME, REBAT LM . K
MR AE &R R, (AR Z BT AN (0 12 e, d
FEl b P ke S B A R X GB/T 16919-1997
(e Eesk ) s Yor® As<0.5 mgkg. Pbs<
2.0 mg/kg. Cd=<<0.2 mg/kg FIHLAE, W] LG H@ARINARR & &
WECT EARER, AR, SR TTISE S bR b R
HAE Cr ik, ERRTINI A FEA TR 4 Cr ki, %R
B Cr W EEF M, BRI ARIE A DL 1 FR 48 b

4 ¥
4.1 HEEARIERE

A S0 R FH AR T i XA S AT AT AR B, iR A
FHetei s, RJiE, BN, TR ASHE, 1
WAL, ARGk T HAb S 2817 b X AT REAF R 115
YR o XRE T AR v 4l B R RS R A R TE R, )
B ol 2% 25 A RR BRIV, T LU ROk S i RN S AR &R
FEAFACIE &, FIEHEAR =AW Z R8T 8D, ik
TN SR PR A R B R S IR IR L L ik
BRERSE, INBRJE RIZU SN, TEFERER SR, BRI n;
TR SIS D AR REER R, BRI
W, it SR B a4 . S5 S Y
JE ik, ELH TSR B R E RO, AR SRR BGE g
PO EALI, A fil AR
42 RINEHRZE

ME TR — R FEAA R RFEEMEMFME, |
RN P AR RRMNRES . 2 FE . WH
fof B FAE T IR 2, s R HEs v, SomaT DLk
BB, TR A 2702 LU BT,
ASzge s “Ar % “Ca. “Ar+'°0 % *Fe. *Fe Xt ®Ni,

®4 HBEESEYEEN=6)

Table 4 Precision and recovery of the method (n=6)

JLE A JEAA/(mg/kg) RSD/% Ttz R/ (mg) A /(mg/kg) B %/%
»Na 4411 2.77 0.2 5209 89
¥Mg 3461 2.79 0.2 4257 89
YAl 13875 4.17 0.05 325 107
YK 13875 4.17 0.2 14881 112
*Ca 1574 424 0.2 2460 99
Cr 0.82 8.43 0.0005 3.04 99
Mn 32.32 3.45 0.005 53.09 93
TFe 756 2.56 0.05 949 86
¥Co 0.18 3.12 0.0005 2.24 92
ONi 0.53 6.07 0.0005 2.61 93
$Cu 0.71 2.26 0.005 19.95 86
Zn 10.19 5.35 0.005 27.79 90
As 0.11 3.82 0.0005 2.10 89
8Se 0.082 6.95 0.0005 1.829 92
"cd 0.0056 5.84 0.0005 1.9486 87
208pp 0.119 8.61 0.0005 2.109 89
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By #Ca. TFe. ONi. %zn. BSe. Cd, HABIEE KR
I W R & o TR B R A 9 St 4% R (collision cell
technology, CCT)sliHEL; ¥l (kinetic energy discrimination,
KED)BE I B e i T4,
43 MRRTTERE

1E ICP-MS 43 #Evh, 43Hr {5525 b il i & 2E
4%, WARREREICIE T R IARAK0N | F BRI | 25 TH AR
UERE S W s A AR Ak, LIARIED 8 25 R vERfbE .
FRICE — O AR P AR G e S BRI o R, HIE
P, BB St e R EE B2 THE D,

5 & i

AR 5% R FH 0B T 9% - FhL SRR 5 56 5 I e 1 [ s
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[1] i, Ty, Ak, 45, WEsEprRit ] &&h Tk, 2017, (12):

51 B, A F RIS S A T T ] O R e B R P 16 AR 115
*5 HmMEEMNELER@mg/ke n=2)
Table 5 Result of sample test (mg/kg, n=2)

FEf 5 1 2 3 4 5 6 7 8 9 10 11 12
»Na 3231 6377 3371 2380 3421 2905 3326 5570 4964 2188 2450 7958
Mg 2844 2276 1524 1999 2145 2361 2525 2275 1191 2381 1726 1994
YAl 21 161 123 26 97 15 62 99 190 56 97 228
YK 12502 11920 5849 9665 10377 10365 10577 8951 6027 1200 7322 9978
#Ca 590 4644 28290 859 879 503 1267 4017 19328 1447 736 1061
2Cr 0.33 1.66 0.66 0.33 0.92 0.24 0.55 0.89 0.89 0.074 0.78 0.86
*Mn 1524 11998 1970  23.13 20.78 13.04 24.16 24.21 20.98 22.82 20.03 22.69
*TFe 311 523 257 269 626 235 567 367 296 385 740 416
*Co 0.27 0.17 0.14 0.73 0.15 0.26 0.14 0.20 0.15 1.4 0.35 0.27
Ni 0.31 0.79 0.38 0.94 0.59 0.24 0.34 1.13 1.17 1.46 0.52 0.62
$Cu 1.34 1.41 1.14 0.99 1.13 1.05 0.53 1.01 1.34 1.63 1.13 0.94
Zn 9.79 24.81 6.26 5.62 8.62 8.25 6.99 10.59 5.92 6.57 6.77 7.87
"As 0.239 0.125 0.132 0.067 0.086  0.205 0.081 0.462 0.166 0.070 0.117 0.275
#Se 0.060 0.095 0.210 0.067 0.071  <0.03 0.079 <0.03  0.097 0.056 0.503 0.111
"cd 0.0905  0.0910  0.0340  0.0258  0.0148  0.0651  0.0045 0.0085 0.0606 0.0084  0.018  0.0317
208pp 0.517 0.607 0.303 <0.08 0.212 0.465 0.086 0.153 0.338  <0.08 1.0 0.37

SArUNHUN XF %Zn, PAr+*Ar X %°Se. '*sn''’Sn %t 263-268.
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