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Simultaneous determination of 18 kinds of mental elements in Chinese baijiu
by inductively coupled plasma mass spectrometry
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ABSTRACT: Objective To establish a method for the determination of 18 kinds of metal elements Al, Ti, V, Cr,
Mn, Fe, Co, Ni, Cu, As, Se, Zn, Mo, Tl, Sb, Cd, Ba, Pb in Chinese baijiu by inductively coupled plasma mass
spectrometry(ICP-MS). Methods After the sample liquor was processed by water bath evaporation and dilute acid
dissolution, the internal standard was introduced offline, and the content of 18 metal elements was determined by
ICP-MS in kinetic energy discrimination (KED) mode. Results The linear relationship of 18 metal elements in a
certain concentration range was good, and the correlation coefficients were all greater than 0.9995. The limits of
detection were 0.02—1.2 ng/mL, the recoveries were 98.6%—103.1%, and the relative standard deviations were less
than 3.68%. The inspection of 66 bulk liquors in Guilin city, the limit of each element basically met the sanitary
standard of drinking water. Conclusion This method is sensitive, rapid, quantitative and accurate, and is suitable for
the quality control and detection of liquor products.
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1P 2 3 L GE 28 1T, e R I i B A
. B A T B BA PE R R, 2017 4E T Bk
B985 T, FHiF 2% 3 ik 3 55314278, Al WL TE
FE M IE R AR KN, PR 52 R
PSS A A A, TR 2R R AR, I KoK
(/2) S R GBI 4 TR OGP, S T A ot S5 XU 7

S, U (Cu) BAT fE Ak ST PR DY, o i 5 i 1
HECES R (Mn) . Bk (Fe) NI BUHAT B I BERY L& Hy
S T Y B(Ba) S5 | I AV S YTNE . 2R
EBICEIEANMNE &R, 235 SR, 5
€, dn: fli(As). 5 (Pb). FR(CAAE ., JETLLERIEE, X H
Wb & JE BT R A R R A R L

HAlT, W48 TR R A R R OB vk
(atomic absorption spectrometry, AAS)! . JE F 3% % ik
(atomic fluorescence spectrometry, AFS)!! | Hi JaHE 445 55 1
R &% 516 3E s (inductively coupled plasma atomic emission
spectrometry, ICP-AES)!!F1 B J& il & 45 B9 1 1 Ji 3% vk
(inductively coupled plasma mass spectrometry, ICP-MS)®
o R WSRO R A R A i 22 M 1 H R A
BRI HER L, B BRI T o007, S B 2
NSRBGS0 5], FERS 20 MBI G 5F i AR
SRR IRREIE T Z 0 R, (HXFER TR REUEA
., ICP-MS HAK M REAL, ks . THED
R BERIBFIRE T 20K, BT M TR, &
At IRBESEAT AL R AT A A A 7 Y A S D o
VCHE B bR, FIA ICP-MS @37 T i 24 Fi &8 i
BRI E 7k o X PSR A T ik v A B S,
FIF ICP-MS #5371 [l 8 FveE 4 i Ju 28 i 2 i 5 Jy
o SRFHPHAEIR K 25 T F0 MR VA v b BRE &, EZR
SIAWAE, FIH ICP-MS #37 T FEE AR 6 FiE4
v <0 = i T = R e S Y R ek 2 S 2
HAGI )5 753 18 GB 5009.268-2016( £ i 4 A H Fhr e £
a2 GBI s ) MY R ik (i A FER P  i
FERTEk, AR R, FERT, [MBTRAE R .. A48 &
L A VC I I R, R AR ERE, (H R Tl
FEGL RS BEA — 2, FETELR SR AR R A, Frig o br
S5 JE I MR 2 FORS % B AR X 2%

ASBIEFE R B 2RI AR X i A 2R 3 5 5 4
IIWTAE RO ER L5 . R K 28 T T R VS fil R A B
ih, AR ICP-MS 19 5)) B8 I 0L 7 B 4% 3 (kinetic  energy
discrimination, KED)# 7 T FE H I ER (Al . #5(Pb).
(Cr). HL(V). BN, H(Mn), M(As). #l(Cu), #k(Fe).
BE(Zn). EK(Ti). 4A(Co). ffi(Se). 4H(Mo). B(Sb). HA(Cd).
BE(TL). Pl(Ba)18 A& JE TR M 7k, [FIRE ik

XREARTTTT % 66 (0 HCHE FUREA TR, X B i AT 58
oA, 9B b AT R AL SR A

2 MREREE

21 X &

iCAPQc HLEHH G % 8 T i 35 X (32 [ Thermo
SCIENTIFIC /A #]); METTLER TOLEDO ML503 Hi, TR (35
AR -FER 2RI B ), EHD-24 HAATARIX
AL R MBMU S A FRA ] ); MARS6 R0 T A (36 [
CEM /4 ); Milli-Q £li/K il X (F2E Meck /A #]).
22 iR

ZILEMUMER (AL, Ti, V. Cr, Mn, Fe, Co. Ni,
Cu. As. Se. Zn, Mo, Tl, Sb, Cd. Ba, Pb, Al, Cr,
Fe. Ba(100.0 pg/mL), Ti. V. Mn, Co., Ni, Cu. As. Se.
Mo, Cd. Sb. TI. Pb(10 pg/mL), Zn(50.0 pg/mL), ZITE
FRUEZHE[ET(Se) . #(Ge). £E(Rh), B(In), £X(Tb). 42(Y).
Ha(Lu), B(Bi), 100 pg/mL](EZ A (48 M i FAR T
MER A, W ER(HNO;, 65% Mg, FEE Merck 23 F]);
AEAIK (H,0,, MOS 2, [ 25 8 A fb #3504 BRA |l
23 #

FEARTT 7T ke 1 .
24 HEMBILIE
24.1 KiBERTHBRIEMRE

HERRIEL 10 mL AR S F28 & L(30% HNO; i
R 12 h), [a] AP AR (PN e 48 Wk R 45 I TE
20 ng/mL), 100 °CI/KVBZET, MARFECR 2% HNO;
YR 10 mL JEA TR R 20 min, #8225 mL ARG
FRALEE), FH 2% HNO; VAW 4 3 IRV, & IRkt &
25, [RIBH SRR & AR 2 1.
2402 BOECOH Rk

AEBRIR IR 10 mL AL i T28 & L(30% HNO; =3l
12 h), [FIB A BRI R (P AR e 20 B 4% il 7F 20 ng/mL),
100 °C/KVAZEZ 2970 0.5~1 mL, H5RETR 430 R to s i
f(30% HNO; FRIZIE 12 hyH, JinA 2%K) HNO; IF# 5
mL il 1 mL H,0,, #MRBESEGTHMEE 1), B
BE 25 mL ARHGEIRAEE), H 2%0 HNO; 4 3 K
VR, AIFURIROIE A, BB 28 FURIARAR i .

F1 RUEHEHBIUOEESH

Table 1 Operating parameters of the microwave digestion
instrument

PR EEHRRRESC THERS ] /min AE L E]/min

120 5 6
2 160 5 10
3 180 5 10
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25 (UEEBEH

R Z R T, ARSCRAIAH KED B e
P 18 P @ oo R o AR =R, 1R R SO St 2
TR, [ B A FOBU R i SR B SE B SR . V)4 % KED
HRBEEEZE ¥CoCl'°0>18, ¥Co>30000 1L #ALIL TAE
SR BEE: Y% 1548.6 W, B E 0.792 L/min;
BHIS A 13.78 L/min; LR 1.053 L/min; #FA£HT
B 50 s; FHVERTE] 10 s; FALEWR 2.70 °C; REEIRE
5.00 mm; FEIREL 3 K.
2.6 FREBRREMCE. (BERER. FEEER

B ks g, bR LAl — oM s A R L
i, @RS 0. 5.00, 10.0, 50.00, 100.00, 200.00
ng/mL 4 Al, Cr, Fe, Ba, 0, 0.50, 1.00, 5.00. 10.00,
20.00 ng/mL # Ti, V., Mn, Co, Ni, Cu, As., Se. Mo,
Cd.Sb.TI,Pb#l0,2.50,5.00,25.00,50.00., 100.00 ng/mL
1 Zn R -GHRUE RS G P ARy 20.00 ng/mL), A<
S 50 R FRATR e S A P A X s 4 g 255 37 e A6t BRSP4 7 i
FE 20 Kk, THEAERAS H PR A E PR
2.7 REES

RT3 R A A, AR 5 R R b TRl
VRSN e ST RTINS B UR =t A A LN CIl & Sii
— B DR ST B 1 MER T SRR AL B AT AT . AR A
STEE AL 3 R AL, 25 SR S a4 T A ]
=R

3 HZRED

3.1 HTALETIRRIERE

LRI 1 A AT AL B 5 75 J2 A B TR A PR | A
VCFCH: . KR TR RRIA MRS . LH Ak, HEm
RE R ATAE CRERIIRSS, X 8E TP T i 55 1 117
FEVE, SRS RABER] . FEARVTACTE R AR 252 3]
LBEMEEISAE Y T T, D T AR 2R dh B AR DL i
TG, RIS P48 A A0 T I — A m) R, Ao YOS 2 —
B, XS RN TR RS Z A, AR TR Bk
TR T AR CR G, T DUA R BR U P & 28 T ok,
PRUEJT R BB E PR FERA T . KR 28 TR IRV T4 R R HE
BRI R A I AN RS I T, TR L RE A
PRUEDT I BMER FIASAE o Gl 5258, 2 P L AR RER 3RAS HL
B ISR AR E W, (R AR A o, A i
7%, RAVKIRZE TR L o 2579
3.2 EMLRFAIRIESE

MUSF B RSO | S ff 3T P B 22 57
BUGIE TIE oAT H H UL, 2 e A TR S S A S

R, PRUE R AR B AR N R e T £ B TR,
RTINS ), Hdn Fe 0
MM5E, EHE Fe(91.72%) 7 BE K MR 1 % 0 5 B 5 3R 15
T RBE, B TREF O, H UAFEILE K, Ca
1 Mn 558 A, b ICP-MS R & 4 (Ar) h &1L
R, AR ER YAr°0. PMn'H, *Ca'®0.
PKO'H ZIEFEFIUm Ped T T, R i
TIE S50 B P 0 o B AR A VT Fe(2.20%) IR A N 4
Xt G, ASCIEIEF R R . TH/AMYIEN, FrikR AR
KW 7A1100%) . “"Ba(11.23%). **Ti(73.80%).
2%Pb(52.40%) . *V(99.75%). '"'Cd(12.80%) . **Mn(100%)
STFe(2.20%) . P Co(100%) . Cr(83.79%). *Ni(26.10%) .
BCu(69.17%) . *®Zn(27.90%). As(100%). ’Se(7.60%) .
%Mo(24.13%) . 2'Sb(57.30%). 2°°T1(70.48%). BSLPARA]
VI SRR AN, WA RERS MR S . §HL. R LA
FEE R G AT U0 TR RE A RE B T AL B WS,
M SRS 2R AbRaT LA e . $
JE . R X B Z U R RS TR . ARG PSe.
7Ge. "CIn, *Bi IRAWIRELIA, Xt 18 Fi4 /@ oKl
Ab P LR S AT AT oA W, PR 43 Bk R A MR 1
PR )37 200 R A R AN 35 2 BT .
33 RIEFMEKIE

F AR A5 0 0 2 0 45 58 1 v Aff 38 RTAS 2 T A% ) ik S
MEF. BT, emEFit. S840y Tk
S N i BUCIE VA vi-e il R I & YR R IEER I
BPRBEREACTHE, (AEh ZE 78 FFHARZM, &
) Rl A8/ S 7 Sl (50 0 00 T oAk A ) 1 AR T ok O
Yoo ARFLERA KED B2 518 7 ik T4 . 1§
WTCER ST 3 s .
34 ZMRFR, NHEKRELIRFESIR

B ICR ML L O RE(r) .« AE A BR e
FRUNZE 4 R, Al. Cr, Fe. Ba 7E 0~200.00 ng/mL 5[l
M, Ti. V. Mn, Co., Ni, Cu., As, Se. Mo. Cd. Sb.
Tl. Pb 7E 0~20.00 ng/mL & FEl P A1 Zn 7E 0 ~ 100.00 ng/mL
JEEINGE RIF, AHICRE()H 0.9995~1.0000 Z [H], &TC
B AR H BRI 5K
3.5  INAREIYTERFIRE % E S0

RIEGEA T B e RS BB 1, Il & B A
WHRIE W, KIBZE TR IR AL, FH ICP-MS &
AJRAE, FEFIBTIEATINPRIEE, S RIS RE 14 22 AT
6 WK, TR RR 2= AR RDBCR, Pl 18 FiocE
AT B bR EISER 25 R LR 5. 1% TR MR B RS 2%
RAF, 18 FITHE MINbRRAE 98.6% ~ 103.1%Z[6], HXTHs
WM 22 (relative standard deviation, RSDY/NTF 3.68%.
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Table 2 Selection of isotope and internal standards

Mot &R WhRILER SrHTOCER WHRITHR
7TA1(100%) Sc *Ti(73.80%) #Sc
S1V(99.75%) 3¢ 2Cr(83.79%) 3¢
Mn(100%) 3¢ TFe(2.20%) 3¢
*Co(100%) Sc ONi(26.10%) *Sc
Cu(69.17%) Sc Zn(27.90%) Ge
As(100%) Ge "Se(7.60%) Ge
*$Mo(24.13%) Ge "Cd(12.80%) "5In
121Sb(57.30%) In 3"Ba(11.23%) In
205T1(70.48%) 29Bj 28ph(52.40%) 209Bi
#z3 REFIHK
Table 3 Interfering in mass spectrometry
R TR Z )i B OB H A e TR Z )i B F OB fif
Y 35C11601H+‘ BSCII7O+‘ 40Ar12c+\ 36Ar160+ o1 106Cd14N1H+\ 40AI‘81BI‘+\ 107Ag14N+\ 109Ag12c\
Cr 40Ca12C+\ IO}Rh++\ SIVIH+ Sb IOSPdlbo+\ 104RuIGOIH+
o 44Ca160;\0 SQCOI};I(:\ :Nafc:; iNa“Ar‘H* g, 21Sb'°0" 1°5Pd‘60‘64?* \97‘23S}>‘4N*\ 1208n'°0'H"
Sn™", *Arf'Ne’. *Ti'*C* Ar’"Mo
40, 35 + 40 35 + 391736 + 150 2+ 150 2+ 192, 16+ 1917, 16 111+ 194p 1477+ 40 1687+
75AS ISOC;;Z(E\] ;9C::O?\l (:%Cullicl?\r ;8Nilljc()il H‘+ . 74E£ellil+ ZOXPb OS O ' Ilr%l?tlig\ ZO}JEt'E* ' Ar Er )
95 16+ 36 75 + 79 32gq+ 71 40 +
ed Nfogzagrl;olgf\ l?ztsM‘Olsgerj \nop(;?H?r ZAl B0, PC"N*, "B'O'H", *Mn™
48Ti 31P1601H+\ 3ZSIGO+\ 34SI4N+\ 47TilH+\ 96M0++ 51V 4OA1’11B+\ 14N37C1+\ 39K12C+\ 35C1160+\ IOZRU++
55Mn 39K160+\ 41K14N+\ 109Ag++\ IIOCd++ 57Fe 40A1‘1601H+\ 40C31601H+\ 4SSCIZC\ 56F61H+\ II4Cd++
59CO 4SSC14N‘ 40AI'19F+‘ 58NilH+‘ llSSn++ ﬁscu 40Ar23Na+‘ 51V12C+\ 46Ti1601H+‘ 126Te++
GGZn 52Crl4N . 40Ar26Mg+ . 65CulH+ . 132Xe++ N 77se 40Ar37cl+ . 63Cu14N+ N GSCu12C+ N 60Ni1601H+ . 7()SelH+ .
54FeIZC . 49Ti1601H+ . SUCr160+ 153Eu++ . 154Sm++
4 S 84y ldngt 21716+ 12+ 84y ldng+
98MO OAI'SSNI h 8861211:121(\11+: zlgrlé(yc)ol\l_;b\Kf%}Sf: ! KI’ N N ZOSTI 40Ar165HO+ . 193Ir12C+ . IQlIrl4N+ . ISOOSI()O+
F4 ZMTEE. HXREH. UHFRERFIEER
Table 4 Linear ranges, correlation coefficients, instrument detection limits and quantification limits
JLR 27 il /(ng/mL) AHIE ZHU(r) ARG PR/ (ng/mL) &R/ (ng/mL)
Cr 0~ 200.00 0.999 7 0.15 0.60
Ni 0 ~20.00 1.000 0 0.05 0.20
As 0 ~20.00 1.000 0 0.10 0.50
cd 0 ~20.00 1.000 0 0.05 0.20
Sb 0 ~20.00 1.000 0 0.14 0.50
Ba 0~ 200.00 1.000 0 0.21 0.84
Pb 0 ~20.00 0.999 5 0.08 0.32
Al 0 ~ 200.00 0.999 9 1.20 4.80
Fe 0~ 200.00 1.000 0 0.80 3.20
Ti 0 ~20.00 0.999 9 0.50 2.00
Mn 0 ~20.00 0.999 9 0.15 0.60
Cu 0 ~20.00 0.999 6 0.09 0.36
Se 0 ~20.00 0.999 9 0.42 1.68
Mo 0 ~20.00 1.000 0 0.07 0.28
Tl 0 ~20.00 0.999 5 0.02 0.10
\% 0 ~20.00 1.000 0 0.10 0.40
Co 0 ~20.00 1.000 0 0.04 0.16
Zn 0~ 100.00 0.999 9 0.74 2.96
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7 FH b A S50 4 5 O 1% 4 ) e R AT T 3 A B
B 66 fyihAT 18 4@ u 4 Hr, B FE & T & R
AEFEREMRE 3 WHCEE., SREBRER 6), B TI 1Y
KAz Ak, HAth 17 Fi 4@ on R HE N R E R, H
i, 6 f 48 (Ti. Mn. Fe. Zn. Ba il Pb)7E & #fAE b
WHKH. GB 2762-2017 ( B X 2ERWME S5
YR i) VO M E (1 R Pb AIBR R 0.5 mg/kg, H:

MR R EA HE . 2 GB 5749-2006 { 4= 76 1k FH K
PAbRAE) VT 15 Fh @ AR bR As. Cd. Cr(N ).
Pb. Se. Al. Fe, Mn., Cu. Zn, Sb., Ba. Mo. Ni #l
T1 AR S BERK (15 Fh &S/ 8454 5105 0.01, 0.005, 0.05,
0.01, 0.01, 0.2, 0.3, 0.1, 1.0, 1.0, 0.005, 0.7, 0.07,
0.02 A1 0.0001 mg/L), Frill (i #F 5 & i R FAE TG IR
FHAK TAFRUE, ARHRF] V. Ti. Co AW A AT i B4

x5 IMIREBERFIEE E (n=6)

Table 5 Recoveries of spiked standards and precision (n=6)

JLE 2% i {H/(ng/mL) Wit /(ng/mL) 5% fE/(ng/mL) 1R /% RSD/%
Al 10.24 10 20.55 103.1 3.45
Ti 4.58 10 14.56 99.8 2.11
\% 11.36 10 21.30 99.4 1.56
Cr 12.50 10 22.75 102.5 3.12
Mn 25.82 10 35.98 101.6 1.64
Fe 80.56 40 120.40 99.6 2.79
Co 2.56 5 7.50 98.8 1.30
Ni 15.61 10 25.71 101.0 0.97
Cu 18.77 10 28.69 99.2 1.46
Zn 40.25 40 80.35 100.2 3.68
As 6.43 10 16.52 100.9 1.05
Se 0.00 10 9.95 99.5 2.98
Mo 0.56 5 5.62 101.2 1.34
Cd 0.68 5 5.83 103.0 1.42
Sb 1.52 5 6.45 98.6 1.89
Ba 8.74 10 19.02 102.8 2.04
Tl 0.00 10 9.90 99.0 3.23
Pb 2.01 5 7.12 102.2 2.45

T ND #R A A .
F6 HLWNER
Table 6 Analytical results of samples
FRICR b /) A A B (R 1 /%) ;3G Fl /(ng/mL)

Al 66 40(61) 13.21~70.49
Ti 66 66(100) 2.55~37.58
\% 66 14(21) 0.56~11.36
Cr 66 8(12) 0.62~12.50
Mn 66 66(100) 0.76~49.75
Fe 66 66(100) 5.31~289.65
Co 66 10(15) 0.18~2.56
Ni 66 12(18) 0.23~15.61
Cu 66 50(76) 0.59~67.85
Zn 66 66(100) 3.37~80.78
As 66 30(45) 0.61~7.45
Se 66 9(14) 2.05~8.71
Mo 66 25(38) 0.35~2.68
Cd 66 8(12) 0.24~3.09
Sb 66 40(60) 0.64~4.85
Ba 66 66(100) 0.94~20.46
Tl 66 0(0) ND

Pb 66 66(100) 0.45~8.56

{E: ND £ ARK i
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