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Determination of Mg and Al Contents in Sunflower Seed Shells and
Nuts by Microwave Digestion—-1CP-MS

QIN Qingfang

(Liuzhou Institutes for Foods and Drug Control, Liuzhou 545006, China )

Abstract: This study was to establish a microwave digestion-ICP-MS method for the simultaneous
determination of Mg and Al contents in sunflower seeds (shells and nuts). With a microwave
pre-digestion, 45Sc as internal standard to control the dynamic drift of the signal and an ICP-MS
analytical method, Mg and Al recoveries were between 95%~105%, detection limits were separately
0.01 mg/kg and 0.001 mg/kg, and linear correlation coefficient was 1.000 0 (RSD< 2%). The values
obtained through the same method for the National Standard Rice [GBW10010 (GSB-1)] were also
within the standard range. Therefore, the detection limit, precision and accuracy of the method meet
the requirements for determination of Mg and Al contents in sunflower seed shells and nuts, and this
method supports to improve quality control standards for sunflower.

Keywords: sunflower seeds,sunflower seed shells, sunflower seed nuts,inductively coupled plasma
mass spectrometry (ICP-MS) , microwave digestion ,magnesium (Mg) , aluminum (Al)
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TR 4 FR AR BRI Y B B AL s SRR T K
Ko RV . HuBRY) P Bk 2 W A o e 15 .
GBW10010 (GSB-1)); Fiiim LI IEW .1 ne/L
Ge .Co . Li Mg T1.Y, 1 35 6 % $ 4 28 wl $243E 5 N b
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Table 1 Microwave digestion procedure (pressure control

program)
1 600 15 15 1
2 1 200 15 15 1
3 0 0 15 3

1.3.2 BAuml 2 R O g AT A AR A
W, HARAL S BRI S BRI 3 2 B 2R 5 SRR
SE o ERESR T W G Sh AR | SR A S5 LRI
A WITE, —BREARE RS FEML 2 L ORERD
FRREdh AR MER ROK , 75— B IR A N AR, N
PRV PR . DA TR BB 2% 5 N BE I N AR i
V(BT HE MR 1 mg/L) 5 (2R S 9 5 14 P9 A VA VR
(B B 1 mg/L) o 057 A P s 30 ] s v 400 Joit
TRK 5 AN TN S5 TR T I 3000 s o R 510 B o S T RE R
IR, AAS 7 A R |, 22 Wl s v il £ Wi B e
DA K dh T AR A i AR RS RO A
%2 ICP-MS KIiAESH
Table 2 ICP-MS Tuning Parameters

Li(7)=3 000

Y (89)=10 000

TL(205)=6 000

ki H

P15 (0.1s, 1x107)

AL (CeO/Ce) <2.0%
WL fif (Ce*/Ce) <3.0%
1094 i 0.68~0.80
Li(7) +0.05
Al Y (89) +0.05
TI(205) +0.05

TR

21 HBANNIEE

I SCHR[S]4GE K B H T AF 20 5645 30 5% 1 6
W 1% RO T 4% 8 Y i =0 A i | il =
AT LU A i DA (1) R L T A 58 4 VIR
o (2)RHAED BRI B, (3) e Rk 15 Y
Ao B (DA BRMAE SR, ()R EAR, (3)
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Table 3  Choice of elements mass number.internal

standard element,standard curve range

TR (uef | : -~
z E“i’)*/ W& e zm | B RS
0.2

Mg 1~15 000 1.000 0 “Se

Al 1~500

23 FTHREERIE

ICP-MS P4 3 A W3k 40 B 1+
Po FEARBN
2301 R VBT RTACFEA ALY 8
L35 FH AR 53 B0 10905 R 12 0 35 %, F B 4l 7K vk
3, LUB A KA FE S A, e Mg A J5 2 43 BUIK
TR RS P AR Ak ek 3k T X
P/D T g LR 2R ke 8 ) R A T
232 AMzAdkacr A ®Sc fE A Mg Al N bR

1.000 0 0.2 “Se

TLE L EHAF S 5005 5 A2 AL, BI 7 JT 3R 94
A0 17 BLAH AL, 5 A5 5 AN R R 1 77 76 i AR
b, A 5 FO AR S 2 2 40 A AR A8l | AT b 425 R
B o
233 #@ECAFFH EEWEYER (KK
[GBW10010(GSB-1) |} & A 50 Z M= , I i 5 i
R, AR Z BN C LR T, a2
455 i v = O A0, AT R E B R 80%~110% 3 Fl
Hh o HE SCHER[6]4 I |, 15 & R AR 23 88 1% 5 79 %
(IRBL R )V A I ] R b 1 4 J5 KoK B As Pb Ba 1Y
FEAR SR IS 4 AR B0 R G . R IR
b SN BV WG T O ICP-MS B iE A Tl E A
B & 2 BRI
24 TEEKERIRE
BCL3.17T00T B S VW AR R O TR
25 AU, 4% 1.3.27 LI 2 [l g 23 ep A i o i
TR In B et e BUAT B R AR EDRLE  #E 4T 3 KSE
PRI BE T, 45 R LK 4-K 11, 5 R R i R
RA4f, 7E 95~105%Z 7] ; 45 % B R4 , RSD<2%.,
2.5 ERFRIIFEFP Mg Al HREDH
MR A~11 S5 5, B R JC & AR V-
() e/ IME R RAE, 3% BURE £ 0.1 8 25 R 50 mL
FEH LR B (ng/mL) T8 R LA (mg/kg) 2 7R B 5L
P EER LR 12 38 13, DAIRZIN T8 KR 7= 5 A
ZEACKF I 7E Arh Mg Al it 53 30 (mg/kg ) A S |
SERULH . DZEAEAT R A= A Mg AL 9 B 1%
A AT E ZARERRLE o 35 SCHR[8-941 i - Mg 1Y i
N HBEA R 6 7E 300 mg AT, i BR 2k
WL BT, 95 SCHR[8 4 E - Al N H £ A
N PEHILE 4 mg DLR BT B2 AR g
AR RBN ot A Mg Al FFERE, AHE
W WZ 22 T st AR a3 QAHXTF R AR 7 i
A SRR UL, SEAERT N T 7= e [ b Mg Al i i

R4 EEEFETOREREER (n=6)

Table 4 Raw sunflower seed shells recovery test results (n=6)

ARJEAE/ (ng/mL) | JTA &/ (ng/mL) | W42/ (ng/mL) | [EE/(ng/mL) I8  %2/%
0.2 105 2.02

1 035.48 0.21
Mg 1 035.27 200 1 238.25 202.98 101 1.37
2 000 3 026.63 1 991.36 100 0.85
0.2 15.38 0.20 100 1.69
Al 15.18 10 24.86 9.68 97 1.21
200 216.32 201.14 101 0.66
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RS OAZFEHCOKRAEER (n=6)

Table 5 Raw sunflower seed nuts recovery test results(7=6)

AR A/ (ng/mL) | MIASE/(ng/mL) | Wt/ (ng/mL) | Bl dt/ (ng/mL) Il i /% RSD/%
0.2

2 238.68 0.20 100 1.53

Mg 2238.48 200 2 437.52 199.04 100 1.05
2 000 4 222.36 1 983.88 99 0.59

0.2 5.25 0.19 95 1.16

Al 5.06 10 15.08 10.02 100 0.43
200 202.11 197.05 99 0.31

F6 MERFTOMUERELER (n=6)

Table 6 Fried sunflower seed shells recovery test results(n=6)

ARJEAH/ (ng/mL) | A&/ (ng/mL) | 45 &/ (ng/mL) [m] i &/ (ng/ml) F R /%
0.2

4 539.88 0.19 1.81

Mg 4 539.69 200 4 735.17 195.48 98 1.00
2 000 6 530.25 1 990.56 100 0.42

0.2 236.01 0.20 100 1.33

Al 235.81 10 245.46 9.65 97 0.45
200 433.22 197.41 99 0.26

RT WEEFCOEERELER (n=6)

Table 7 Fried sunflower seeds nuts recovery test results (n=6)

A JFEAH/ (ng/mlL) ﬂﬂ)\g/(no/nﬂ ) | W45 E/(ng/mL) | FEIE/ (ng/ml) =] 1R /%

11 028.70 0.21 2.31

Mg 11 028.49 200 11 226.35 197.86 99 0.73
2 000 12 977.46 1 948.97 97 0.62

0.2 113.85 0.20 100 1.55

Al 113.65 10 123.49 9.84 98 0.63
200 313.41 199.76 100 0.31

R 8 M T OB IR (n=6)

Table 8 Fried red sunflower seed shells recovery test results(n=6)

_ % Ji {8/ (ng/mL) hu/\;ﬁ/mo/mL) W54/ (ng/mL) | M/ (ng/mL) I g /9% RSD/%

4 273.46 0.20 0.94

Mg 4 273.26 200 4471.93 198.67 99 0.75
2 000 6 268.35 1 995.09 100 0.46

0.2 264.95 0.21 105 222

Al 264.74 10 274.83 10.09 101 1.18
200 465.10 200.36 100 0.25

x9 MWaERFCEKERBER (n=6)

Table 9 Fried red sunflower seed nuts recovery test results(n=6)

10 533.61 0.19 1.27

Mg 10 533.42 200 10 729.43 196.01 98 0.55
2 000 12 520.68 1 987.26 99 0.23

0.2 138.46 0.20 100 0.88

Al 138.26 10 148.13 9.87 99 0.20
200 337.85 199.59 100 0.28
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F10 PRIELFFTEWRILELER (n=6)

Table 10 Fried green sunflower seed shell recovery test results(n=6)

AJEAE/ (ng/mL) | MA#/(ng/mL) | WHFHE/(ng/mL) | [FE/(ng/mL) [m] Wi %1% RSD/%
0.2 3 982.74 0.21 105 1.67
Mg 3 982.53 200 4 181.39 198.86 99 1.01
2 000 5 966.71 1 984.18 99 0.54
0.2 247.1 0.20 100 0.72
Al 246.90 10 256.85 9.95 100 0.43
200 447.03 200.13 100 0.15
F 11 WEFREFIFCEKERIKIELER (n=6)

Table 11 Fried green sunflower seed nuts recovery test results(7=6)

KA/ (ng/mL) | MAJR/ (ng/mL) | 3/ (ng/mL) | 11 k/ (ng/mL.) Il g /% RSD/%
02 105

10 927.4 0.21 2.13

Mg 10 927.19 200 11 122.65 195.46 98 0.77
2 000 12 910.21 1 983.02 99 0.41

0.2 125.08 0.20 100 0.84

Al 124.88 10 Al 9.93 99 0.53
200 325.16 200.28 100 0.29

IR 2 A%, B A e AR A A £ S E 20 TR T4 B A b o i 22 19 3 A% (EDR 5

k¥ BB BREE . Q&S AL BRI T BAT
FEAR NI T ) (<100 mg/kg) I REE o LATZ
FRAEH DR, RAKT M ZEAEHF AL & f 2 I TI% R
AT S AL SR TR Al
SRR U] T A R A
FIABH BI04 S B

*F 12 F i Mg Al [REH # (mg/kg)

Table 12 Shell Mg, Al content (mg/kg)

Mg Jii 52 5 45/

4 R (meflg)
R LR 517.64 7.59
I EE AN 7e 2 269.85 117.91
I L1 LA KT 5T 2 136.63 132.27
IR EBEAENT 5 1991.27 123.45

£ 13 (= Mg Al [RE 5 # (mg/kg)
Table 13 Nuts Mg, Al Content (mg/kg)

Al B i 53K/

Mg 5 it 53 %50/

(mg/kg) (mg/kg)
RN 1119.24 2.53
KB ZEAATA 5514.25 56.83
W LLBEALANTA 5 266.71 69.13
IS ERIEAATA 5 463.60 92.44

26 REAZFRHREREATEZEER
I IR 7 95 A6 Hh BRI I T ik 4 ) =S R

gEIRLG) T 13 AL B 0.1 g FEAL , E 4 50 mL 3T
B8 ORI R T R A i Y S AR OT ¥ R A
T 14,
14 BREFERERRRRAEEER
Table 14 Minimum detection limits and minimum limit of
quantification
BARAX AR | Fe (R Ty B A

FR/(mg/kg)

FR/(ng/mL)
Mg 0.002 0.001
Al 0.002 0.001

27 HREVRHER

e 0 5 [ A ) TR OR [GBW 10010 (GSB—-
1)1, 4 77 36 B HERR PEBEAT 1 20 B Bk, 23 &5 2R 471
TS5, GUREZW AR ES Y O ER 1 E E
TEAR AL L PN, AR 3 v 0 32 L

FR15 KK EFERHNESER
Table 15 Results of standard rice sample
LR 5 {8 PRUE(E L
Mg 405 350~470
Al 391 386~394

| 3 = 3 L

WA 2460 25 SOk T & AE K I T 7= 5 G o
AERW, HEAETRE AT EE8E T UHR
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