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Research on the Determination of Cadmium in Grain by Rapid
Digestion-Sandard Addition
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Abstract: Rapid digestion-standard addition based on graphite furnace atomic absorption spectrometry
(GFAAYS) for determining cadmium in grain of four kinds of matrix (brown rice, corn, wheat and rice) is
established, by studying on digestion conditions, optimizing the proportion of sample and nitric acid, and
using digested sample to prepare standard solution. The results show that the correlation coefficients are
0.995 to 0.999. The detection limit of method is 0.003 mg/kg. The relative error between the test result and
the standard value is —3.8% to —1.1%. The standard recoveries of cadmium in low, medium and high gradient
are 99.1% to 103.4%, and the RSD values of the standard substances and real samples are 1.2% to 2.7%.
Compared with the results of microwave digestion method, the detection values of cadmium have no
significant difference (P>0.05). The method have shown advantages in terms of accuracy and precision, and
it isarapid and accurate method to cal culate cadmium in large quantities of grain samples.
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WEEBOR . MY GB 2762—20171Y, Fk E4E Y R
AN : Y (REABRIN ). A P00R 5 i T 5 (i
K. FKBRAM) <0.1 molkg, A, Rk FOk
<0.2 mg/kg. AR, RS LH LM T kR
JRE AR, AR O AL B R, xR
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FHAMRZE AT, PIVRER W5 A T
TRORVC FL R s SR 25 5 RIEATHE i SR 1
FB Ak s RS FR T R AT R 45 Hext 45
BEXE FIRRIE, ARSCHSE T 3T GFAAS [
TH A - BRI AT T 52 R R I i, e B
SEMEERL L, FE TR, DIIREZR
WESF/NE . A ERE BRI RO
X4, PuAl T DR T B A BAR R A IR, e
TR SRR ], R T AR AR TEA
AR B L 0 T A e, JF 5 GB 5009.15—
2014 PRI L R T T A i, AR E TR
(AN A FE AL T T BE B PR AL | ER

1 #MRlER=E
1.1 EIedrd

AABOO J5i M ISOEIEAX, Tl A1 1] sy
W EEFASIRIRERA T ; ETHOS UP fltil i fif
10 BRFIE/RIE A F] ; GSN-48 f1 8 H R A :
FAYAS; GL124-1SCN HL T4 K. FE L
WA wl; ADW-2002-M #E2liK R 50 : HKETE ;
IXFM 110 R=CEXUES . b5 2 M ; 50 mLPP
ZIEBGDAE . TN RE

GBW ( E) 080119 5.0 % ¥ W b 1fE 9 it
(100 pg/mL ), {HFHETH 19%f8 R IE1T & R FE
733 2 pg/ll EAUARHERS BRI - =R B
fiSR (UP 2% ): 75 M b3 ; AR 4E ( 10 000 mg/L ),
i F A RE 10 7% . e ISR A

GBW( E )100377 &K ¥ brifEd) it . GBW( E )
100380 £ K ¥pbrifEH i . GBW ( E ) 100379 4%
K bR 0 - [ SRR B R 0 e 25 SR B A 5 B
GBW ( E ) 100348a J K ¥y b fEY) ot . 44 vk
I HEEA Ay A BR A H]

IR FE ML 2734, TORMESD 212#, /NAZFEM
183#., FOKKESL 166#, 178#. AURBILI KL, ¥
FE A i 7e I il ks K 273#, LA _ERE 523 i) A X
THE XS il 2 BORE K Y . ToKoky . 38y . KKK,
12 ELWHE
1.2.1 PR IH i AL 385

FREL 0.3 g A5 E] 0.1 mg )AL, BT 50 mL
ZIFEB DT, WEFIA 2.0 mL f5MR, 5 Thek
ISP (M TWAEK, Bk E N E
K, TR G R D 7R R R ), B RO
T B EmREST, 120 °C, Hf# 15 min, BRI

EACE 10 min, FREEEUOIRR G, HSiK
TEASZE 25 mL ( n AR i A i R R ),
1.2.2  brufEfhZhl1E

K AR AL W VE PR HE T £ o i BRRE T 2
JEANIE], A ARERAL . FOR4L . /ANEAL . Kok4L,
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KRR, 188 Mix, FRifEZS iR 2 1,
FESh . 16 pL ARl (4lizK ) Ko 5 pl FE4R ik )
HRAS, EIEFRARTR 37 UL,

x1 RESHEERRF
Tablel Sampleinjection program of calibration point  pL

PR WRRRR SMRGEE RALRRR Mix

0 16 5 0 16
PR 1 12 5 4 16
FrifE Rt 2 5 8 16
PR 3 5 12 16
PR 4 5 16 16

1.2.3 {0 IH i AL B 7 1%

PRI 0.3 g CHEHIE 0.1 mg) RES, & TN
W, WERRINA 8.0 mL fMER ([ AR i n
A 5mL AR 2 mL i A E, AT AR 4
TR B BRI A 8 mL BiSR, 2RIt
X, SRR EES ), KRBT, BT
TR, RS AT R I f# 52 min, 38 X
FJE 30 min, JREEREZ 50 CLAFHE, JFRE, &
T RS F, T 160 °CHER, £y 120 min &
I, BHEHBZE 10mL P, ke
o WORTH AT IR 2,

£2 BOEMER

Table2 Program of microwave digestion

B s ] /min i EY] M BEI°C
1 00:10:00 1800 120
2 00:02:00 1800 120
3 00:15:00 1800 180
4 00:25:00 1800 180

1.2.4 AU TAESMF

A1 AP RSO G : e K 228.8 nm),
JT2EM . HCL, JTHL 4.0 mA, B4% 0.7 nm, 4\
LMAES T RKIE, FHEBRT L 3,

sty

=3 AEPFEER
Table3 Temperature-rising program of graphite furnace

PR EBEIC CTREl/s PR EE/s PER R/ (mL/min)

1 120 5 30 250
2 170 20 30 250
3 500 10 30 250
4 1600 0 5 0
5 2450 1 3 250

1.3 HEBEBHWH

AR AL BRI GB/T 4889—2008 ( %4iiE 4t
TR RS AL A8 0 A YA AN D7 22 1463+ 5465 ) 17
Hr, FE—SBWERRE FRE TR WA
22 bR 2E LU IR 36 R i 7 iR AT, A
AT 1 L A 6 D 2 S5 I 8 PG 00 4 BB 57 B
i P AT IR S0
2 ZBRERH
21 FAEEGHHTE
211 fEFRMREE . FH i JRR SRR R

ARG 5 R AR R AE M S ORI S T R 4T
ORI T I R, Rk AT B
THAH R R SRR TP B 2460, R T 68%
TR TR . R T 2 mL R, 767
B HR , BRFI AR 2N 1~1.5 mL, E 4 #] 25 mL
J&, FESMERIREE /N T 5%, TERESRIARERE I,
G T EECIE KU R RRRCR A5 3 AR AR LA
it 40 Hif CBAR29 0.5mm), iRXI4E R Es, ki
£ 0.5 mm AR EAE T DLRAS BHRAR ) T AR SR
2.1.2  FEAS R AL

HER TR SRERAELG, KR
WEWI T (ARME(E 9 0.045 mglkg ) I fRkES:, %
£1E 0.3, 0.4, 0.5, 0.6, 1.0 g AR Ay [ i K,
RRULIHMERES 7 0y, B EENE 3, 2R N
K 1, Y ERRE N 2.0 mL i, B FREE RN,
8 I SR TR o FRAE R 0.3~0.5 g B, [l
H>90%, fF 5 1%k BE AT ISR EEK . 2 2= 0.05
W, XF 54l mSCRYEAT F RS, A P (EEST
25 WEVERR . 5 4L EISCR AR B — 3, K
FERN 0.3, 0.4 g0, P IRNICRIIE T B 35

100 - 97.1 96.2
o5 | 93.3

78.7

0.3 0.4 0.5 0.6 1.0
Reimi/g
1 FAE#REROEKRE (n=7)
Fig.1 Recoveriesof cadmium of different sample
amounts (n=7)
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255 (F=1.02, Foosee =4.28, F < Foses); =1.660,
P=0.12, P>0.05), Frifih 0.3, 0.5gHF, W4l
MR EH A B EE2ES (F =117, Fossee =
4.28, F < Fooseg); 1=4.788, P=0.000 4, P<0.05),
Do A S S SR LS 0.3~0.4g: 2.0 mL,
2.1.3 THARIREE . BRI E

TH IR B SR T Bk A 120 °C, BRI ff
FHEFEE D TS A 8CR TG o i3 LA ) i A isf
Ti) B T A5 R A B, TR 10 min B R R A A B
WKLY, T AF 15 min B, UKL SEAS T K HIA R
EIER, 20, 25 min )5, JCH AL, HILH
FETHMEIR] S 15 ming 5 255 JOK KR i 2 LT
TCER B —IEW, BEKK . oKk . 2B IR
TR, AN/ NETR IR
2.1.4 B TRIEUR G S 4 SR Y R

AR T 14 1 222 W FE i AT LUXT, Horp 7 4
20 (6000 r/min, 10 min) JEBC 3w E, 7
P B LA E , B EENE 31K, 4 «=0.05
B, 255 R A 224055 ( F =3.13, Fo.gs6.6)=4.28,
F < Foosee ), BT EMZS (1=0.140, P=
0.89, P>0.05), iHIE L5 BE.ORCRICH i 22
A, BRI IE , D EAERTYT, A
TR 25 e AT AL E
22 FHik&kM
221 AREMAERBE

SRV T S ARG 5 SR s, RS o
TS FE VA RO AR AV AL, A9 R A 1.2.2 1B
ERTE, BRI Mix PREIIDCER & &idh
Cx, WIEEEAEIE R Ax, LI REIN T 2 58 1) b o
W (Cy. Co. Cs. Cq) MHEARER, LIFHN WG
JE A IR A Mix WG RE B AT ( Ar-Ax,
ArAx, AzxAx, AgrAx), HIVERRIERNZE . MR HE L
gk B, BRI ETE 0~5 po/L IFERPE R, % 0.
0.5.1.0. 1.5, 2.0 pg/L YEAFRAEMA L FIARTE S
2.2.2 AN[RVEEBT bR D AR O R -

% R RS [ I e 1 S AR e 25 5, DU

FE M 228.8 nm T, XA R A 43 2 il An A i
e CLAREK A, WL 2), REHIEA RS T iR
MRt JFEARFRRIPE T T 10 ikg %
AN E M. IRIEE5R (& 3), 4FPEER bR
HERNZEARIC 2 B85 T 0.995 (0.998 i s Kk ),
FFEMCRECESR, RPREIM AL EXRRR
U, HAE 4 FpEBT AR R A P IR ek

0.070
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Fig.2 Standard addition calibration curve of brown rice

3=0.032 38x
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B3 HEXREHSL

Fig.3 Proportion of correlation coefficients

23 AEREREMR
231 [iEFRMEY T (CRM ) faiill

fi 1] 3 PO [A LT AR AR CRM
ks, g5 R (£ 4), MEESREE
(Y AART 158 22 Y 7E £10%5 [N, £F & GB/T32465
—2015! O SR, LA A o TR AR S R P
RNZ )T EAE WA A PRAIE, FIREGRAIERT,
FEIZTIRT, 2.1.4 Frak IS M v i B v R 6 5

x4 PEEB-REMNERN CRM 48R (n=7)
Table4 Detection results of CRM using rapid digestion-standard addition (n=7)

CRM % Fx M 5EME/ ( mg/kg ) VA4 (mglkg) FRAEMRS (mglkg)  HEXFIR2E/%  RSD/%
B KA 0.250 0251 0.246 0.255 0.251 0.254 0.252 0.251 0.261+0.020 -38 1.2
E o) 0.156 0.149 0.152 0.149 0.155 0.149 0.155 0.152 0.155+0.013 -1.9 2.1
FKM 0172 0182 0.172 0.182 0.179 0.180 0.176 0.178 0.180+0.020 -1.1 2.4
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TG 2R P HRS I 5 A A B S R
232 mpwElg

PEREA R EAR A AR 1668 S finbr L i,
BTG, . 3B INAR, A Ab3 3 157
TIRE, B AT B HLE R 3., 455 W3k 5,
3R EE KT R bR 1R 3 99.1%~103.4%, ~F-
¥l %k 101.7%, 44 GBIT 27404—2008™
PUE 1 ISR R, RUNZOTIETEAR . T, =ik
JEE RGN L R PR UEAF 7 194 9 2

x5 WMEEKLER (n=3)
Table5 Standard recoveriesof cadmium (n=3)

JbR ARAE, bR MEE ERIES RSD/% [l -4 ]
KiEE (mg/kg) (mglkg) (mg/kg) (mgkg) F1% WHI%
0.105
1 0.0563 0.050 0.111 0.108 2.8 1034
0.108
0.160
2 0.0563 0.100 0.158 0.159 0.7 102.7 101.7
0.160
0.201
3 0.0563 0.150 0.208 0.205 1.8 991
0.206

233 HEKEE
HRIE GB/T32465—2015M k47 75 ks 58 BE B

58 FEMILIRIEM n= 4, BEFRIEFREI m = 7 4
TR, WATFREASIEENE » = 3 W, HLTT
d=8 K%, AN (n-1) m=21, ETHEHE
M7 R IR B AR K . iP5 6, RSD K
1.6%~2.7%:; 454 %% 4,3 Fl CRM 1) RSD iy 1.2%~
2.4%, bRifEY) AR i 5 SRR L ) RSD (E /N
3%, LT 11% RS %5 B R (E . IR ZE R,
LT IR X AN R 56 T )RR £ DA B 5 HL AT ol e 1y )
FRRL R, #PE R Y R ARS8 B A Ik R
24 FEWRHR, AEEH

R A bR 22 1 A5 80 AT 5 A R
AL #1210 AR s, MorilE 11
W, S FIbRMERZE Sy 0.011 7 pg/L, FRI R
BN 3.8, A B ARG H R IDL 24 0.035 1 pglL,
W AT AR T A R MDL 2 0.003 mg/kg.
P e R4 10 S, i1 e 2R A 0.01 mg/kg.
AT EEABRMIRARZ H: <0.05 pg/b (B
R 25 mL 1 ),
25 5 GB 5009.15—2014 {3 H i -SMFRiE EE R
2.5.1 GB 5009.15—2014 ¥ il %

Fie I8 1.2.3 b3 CRM S SEBRAE S, FAMREE
FEE, JRTFIRBOGTE ORI, 255 03k 7~8,

*6 BEELR (n=7)
Table6 Results of precision test (n=7)

FE i 24 Bk M E{E/ (mglkg) A48/ (mglkg)  Stdl (mglkg)  RSDI%
ik 273# 01160 0.1150 0.1190 0.1180 0.1190 0.1210 0.1140 0.1170 0.002 51 21
EKk212# 00991 01020 0.0995 0.099 3 0.0994 0.099 2 0.093 2 0.098 8 0.002 68 2.7
/N 183%# 0.0617 0.0599 0.0625 0.0620 0.0578 0.0596 0.0610 0.060 6 0.001 65 2.7
KoKk 178# 0.0795 0.0798 00822 0.0821 0.0800 0.0790 0.0803 0.080 4 0.001 25 1.6
®7 CRMBMER (n=7)
Table7 Detection results of CRM (n=7)

CRM # % e/ (mglkg ) SEHME (mglkg) FRUE(ES (mglkg)  AHXFR22/%  RSD/%
B KA 0.255 0.252 0.258 0.257 0.251 0.246 0.253 0.253 0.261+0.020 =3.1 1.6
4F%k 0153 0.148 0147 0148 0146 0.153 0.149 0.149 0.155+0.013 -39 1.9
FKAM 0.169 0.1v8 0.171 0.171 0.170 0.179 0.180 0.174 0.180+0.020 -3.3 2.7

*8 ZERHEMENER (n=7)
Table8 Detection results of real samples (n=7)
FE & 22 5% W (E/ (mg/kg ) V48, (mglkg) Stdl (mg/kg)  RSDI%
ik 273# 01150 0.1110 01090 01210 0.1140 0.1150 0.116 0 0.1140 0.003 82 33
FEk212# 00986 0.1010 0.0995 0.0968 0.0980 0.1070 0.097 3 0.099 7 0.003 49 35
/NFE 183#  0.0624  0.059 6 0.0652 0.0636 0.0595 0.060 4 0.059 8 0.0615 0.002 26 3.7
KK 178# 0.0780  0.0822 0.0790 0.0786 0.0777 0.079 6 0.078 4 0.0791 0.001 52 1.9
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25.2 AR
MG 4~8 M 255, X WF I i & 1y
HPP T, 1T F RS0 & 25 53 0 B A as (45
W 9), 2 a=0.05 i, Foos(6. 6)=4.28, F<Fyos5
(6. 6), RUIPIFN T LES REA 7 2551, W%
JE—3, P>0.05, RIWFN k408 T i 25 1V 22
S5, UG SCHET B PR T i I A, S
FhrE T GB 5009.15—2014 { I i fit ARk

5 45 R B — 2k
253 ik

R 305 19 oo e T Ak O 3 1) 3 IR 9 285
AT AT A (F210), ARk (P
MM A L) 5ER S (ROE S
W) EHERRTE . RS T L R EEER,
[ bR 3T 20t 6] 88%, A AR 75%, AT FIX
AT AR

x99 HMAEEREZMERE (n=7)
Table9 Results of significance test between the two methods (n=7)

[ bR 77 ¥

) BEkKy CRM 4% CRM  Kk# CRM Bk 273# oK 2124 INFE 183# Jok 178#
ASCTT
F=1.92
B KK CRM +=1.057
P=0.31
F=1.30
24K CRM 1=1.873
P=0.09
F=1.22
KK Hr CRM 1=1.471
P=0.17
F=2.33
Bk 273# 1=1.489
P=0.16
F=1.71
Tk 212# +=0.558
P=0.59
F=1.88
INZE 183# 1=0.852
P=0.41
F=1.46
K 178# =1.749
P=0.11
F 10 WHAELLEER
Table 10 Results of the comparison between the two methods
P [ gE| Tk 1. ARk Tk 2 EARITE H 4k
1 AL B A 6] /min 25 202 Jri 1 2 WA [E) 88%
2 AL A B FRRE. IR, M. EA MEARE . WUEMET . Free. Ok VPR, EAF TR
DI} 7 INRT= N N £ AN ER o Jealiii ok
3 /g 0.3~1( AR FRER i 2 fl AR it TE R A 2ok, 0.3~0.5 7 i 1AL AR A it 4 B R B
% £ ) B, e PRRE R A o
i 12 FH = /mL 2.0 8.0 i 1T 2 TTARSIR 75%, H4
4 -
oI
5 T iR B °C 120 180 Jrd 1 R AR T A

e  arHE ABERRS . RTINSO MR TER . A BT T
T U eimra i

,  HEEE FRUEME Y 96.2%~98.9%  AR#E(H Y 96.1%~96.9%

8  KmE/% 1.2~2.7 1.6~3.7

9 JrEK I BR/ (mg/kg)  0.003 0.001

10 FRAEIRER LT 0.995~0.999 0.999

Jr i 2 HALBRACES B B, I A e 45
1, FEAR T AL BICR

AT G MEA TR, A A R T
PEZEST

AT A EOR, K —5

Ab T ] — R

AR A S 2R

3 #Hig
R SCHE ST T PR T i — s A R 0 AR
MR v, JF 5 [ bR T R O T - MR i

HAT T AW, RIS, R 68%IEIE1E N
T, AEALRER SREFR LIk 0.3~0.4g: 2.0 mL,
120 °CiHfi# 15 min; & MBEE SRR 04, R
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Btk . KSR RELr . BRI, S5 ER DA
M S5 R BA — 2k, JE—MER R IR E
Titks WACRMAGTEIT A, %Ik
BAERIGE, ArdbESeRe, JHRED . Pt
BRI AR, ST R . %07 L RER
UE T ZEARE DT I MR B, SCHRA PR s Oy
LR, e IE T R A A I ) g
T, ERE TR H W RETE AR
B 22 AL A DR A o B R A4 LT RIS

SE Wk
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