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Determination of selenium content in animal agricultural products by
hydride generation atomic fluorescence spectrometry
with wet digestion
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ABSTRACT: Objective To establish a wet digestion hydride generation atomic fluorescence spectrometry
(HG-AFS) method for the determination of selenium content in meat, eggs, milk and other animal agricultural
products by comparing and analyzing the digestion conditions, pre reduction methods, shielding effect of
potassium ferricyanide, concentration of potassium borohydride and acidity of hydrogenation reaction. Methods
The samples of milk, egg, pork and fish were digested with mixed acid, pre reduced at low temperature in 6 mol/L
hydrochloric acid solution, and detected by hydride generation atomic fluorescence spectrometry. Results The
limit of detection was 0.01 pg/kg, the linear correlation coefficient was 1.0000, and the recoveries were
96.5%—-104.6%. The relative standard deviation (RSD) was less than 4%. Conclusion The method has good
sensitivity, precision and accuracy and strong operability, and can realize rapid and accurate determination of
selenium content in animal agricultural products.
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fi e AR s i b ot oc £ 2z 1, 5PUAR A
FEPERE B UIAHOG, REA A B = A Ay J1, 191 Bl elggs
O A B A S A= 3, R AT N 1 g XURE 1), ol g
AP B2 T D 72% 0 b XA I AR B A
M, R R AR b 2 T R i R I T, S A Y A
JREETEE AR AUAY 26~32 pg/d™, ik Trp [ 8 R 2otk
TERIARUEE 50~60 pg/d™®, DRIk, MG Ag 6B — H T 4K
VAT, AR 238 ol Al 1 7= AT, 0 4 i o)
WP . R WSS A O AT R AR B SR, K
R TR A AR SR Tg B AR R
SR B M= IR B, AR = S R Y e —
5 T TG RO B AR S AR 7, PRUE SR T 5 — T,
WA T 1 e Bl oF R b, TR R AT SR .
SRR AR = b PR R I IR EAR 22, (R sh ik
A7 TG R I i A G, R, ST sh AR
s PTG 2 R I A R R

H R, AR I kA A R Tt sl
AR R TR OEE Y  Beae E R
PN X BRSO EEELY | iR A Tk
FERE TR FOAR A f ik, il 2 5 IR F00heH
SRS 5 Al T S 28, h i A i &
B, TR A - S R A R T AR T B, A
HRRAR, T, BR s 24, Bk Bz F) 1
1% GB 5009.93—2017 (& i 2 E K bR &5
WSE ) s T PR AR A I i, HAR— Ik S e R
DI T A P Al ARG I ML A F R FE G oA i o
{RAFFE N 5L eI S B T i Ak A T sh Py kA ™ S
TR R B, TR . BUA R ISR
BRATAEER . DR SO0 R B £ AN TR R B 52 M G 23 2R
ARS8 AL X3 SRR 2 B 2 AT, AR A E AR
WERYSE Rl FE ST T S EAR T S R A R AG I i, R
S PRPRA M I 5 Bl AR 7 R iR S

1 MR5ERZE

1.1 w5 NEE
1.1 BEE

SK-ARHT R F 2 YL BT b & R M H AR T &
A BRATD; kRS O B KT (b A 4 8 A 55 BLBE);
ME240E 43 #1 K- (i 4 Mg 45 8- FC R 24 BR ST AE A W),
UPR-TI-10T #4034l Bl 78 BR 2 F); XHF-D &5
WO WA (TR 2 YRR R A A,
JYL-D020 /N L PIHLCILBH B4 FRZA 7); DS-3 1 B i
FL AR (M A DR AN ) i A B W) ) o T FH B 3 2 L35 4

RN 20% MRS ERVE T PRI 24 h LLE, FRATRE 4K
HET T
1.1.2 ZEXA

IR . EhmR (L st, WPk Tt A BRAFD; mE
. SEARE (Rgal) . Iafbs . ERaEU s (b sl (=
2R AL FRA D), AR (1000 pg/mL GSB
04-1751-2004, [ ZAT 164 J& I H F 4R 43 B R i Aol );
IR JRARFR HEYI 5 (8.96 ng/L GSB 07-3172-2014, A 73A4%
TR AERE SRR SE ), AW 40 43 A A HE ) -3 [ (GBW
10018, b Bk 9 30 1 R Ak 2 D PR B 5% ), S5 K 331 0y
GB/T 6682 #LE i —HK o

BRATACHRA WL 100 g/L; MEALSRIRIA R FRIEL 20 g
b | 5 ¢ SEB FRadrrh, LUBAIKIEM T 25 &
252 1000 mL; TEERAEGE VR KB bR HEVA R LU 2K
BE 200 pg/L,

1.2 LWFFE
1.2.1 #Hsukik

XS FEHRE G DU R P AR, AR AR R SN R R
FUERAE, FPIRES TR R AR, B AR S R
&Pt
122 #Hopfs e

XSTERESL: B4 RS ERES T 300 mL R, v
BT IR B oE 2 IR ST, AR WAL KBTI WIAE B
FH 5 T B0 A A 510K AR B ot AR AT, RZERESL: Kde
WPARER AR . BERT . i, L RNLETRRIR T .

123 H&EEME57ER

RBOSEMAIE 1.0 g, 443 5.0 g, K2 0.0001 g,
F 50 mL BEARAR, AINA 15 mL iR -2 EIRIE SR (9:1, V:V),
R M TR0 o U H T AR T i 8 0 T
A A BT BUR RS, #M0 S mL MR, 4RSI R E
BRGS0, FBRARARY 1.5 mL BECRAH. A
6 mol/L AUERMRYA 5 mL, T 100 °CARik H #uti bk
I min, BUF# & 0.5h. EEFHZE 50 mL LEE D, A
2.5 mL #kERER . 100 g/L MYEREULPRIIE 5 mL, DIEB4AIK
FEZS, RAIREN WA 2 s,

1.2.4 7 &%)

43 SR AL U AR EAif 459 0.00. 1.00. 3.00. 5.00.
8.00.10.00 mL F 100 mL &, MKKIA 10 mL ¥#&kE:
2. 5 mL BRGEALEAR, DUBAKERmEZE, R, It
FrufE 250 (4 B EE 42 0.00, 2,00, 6.00, 10.00, 16.00,
20.00 pg/L, TEANES AL T EATINE, DLk B Rl A b,
T ICAE F PN AR BR 22 A o 2R o R 2R Y ek A 56 R B
r’=1.0000, A1) 72 Y=99.116X+318.62,

1.25 W &
(OIRS TAES M
AR A B T SR AR SRR L2 1.
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()i 95%~108%Z [8], BIffiTE 250~300 °CiX ™7 T Sk &

DB S AL 8803 R 3 IR, FEAU AR RS T, #s
PRUERS 2 AR O 5 S AR, RSO
SR LABOGEX W BRI 2k, XPRE 2 T o

2 HERE5HH

2.1 ZLWERHHE
W RRIR A i AE
Wl & T Sy ¥E R T ER, 2 vk Tk B o e D) 2 SO 4
RARIRP, T A TR S I 2 5 SRR A T S )RR
THAAETE 4 . ARBFFTRIE SEBRIE DL, 250 BOK Bam 7 v
VA TR RIS VEE i 45 TR 4% 2.0 mL 4331 T 120,160, 200, 250,
300 °CHEATIH B, T RRABF 7T /MR 7 kb T 3 WL, &5
R 2,

LRI, WEARIRETE 120~300 °CHY, T | bR 75

2.1.1

P AT TR A, Il B oK 58 4 0 R B R . 16 R
TR AR -THIR IR IR BT h, WA G AR, hk 2
LR H, ARG, TR R, #ERRES . 78
AR PRRE S AT R R B, T AR B A S A, RN T,
FESR A T BB RO R iR A T BB 4 . TR LI 200 5 T 1
TR 180~230 °CZIN], FRIEFFEG AL TR0 PR, XY
PR PRI, K TH AR IR R 22 200 °CAEAy, b bk
THE
2.12 A@mje Z Bt # 2

JUT- 0 04 SCHR AR B2 Ak e 00 S48 380 9 ffp ool P 75 22
s FRE L, AR IR ELARE N 55 R I LA R ] . A%
TSR & BR, 321 MU 5 A9 B ] 23 ™ 35 52 i MR, #7148
FICFREM, &FEORGMREREW, HHATE, W
F 3 TNFE R WA I IR B BRI, A
AEKs e MECR .

x1 UFEILIESH

Table 1 Instrument working parameters
THESH BOEM THESH BOEMH
i vV 315 S5k S /(mL/min) 800
ST HL I /mA 80 FER ] /s 15
JELTF Ak 2% 5 8 /mm 8 HERE I = F-alit ke
B R/ (mL/min) 600 P 5 PR 2k
x2 TRIHBBENESR
Table 2 Determination results of different digestion temperatures
IK BRI A 5 R BIHR HE fif 7 9
T iR EE/°C
253 /(ng/L) FEHT/d EE & 255 /(ng/L) FEHT/d A&7
120 8.57 3 95.6 8.22 3 102.7
160 9.36 2 104.5 7.95 2 99.3
200 9.07 1.5 101.2 8.63 1.5 107.8
250 9.41 1 105.0 7.89 1 98.6
300 8.62 1 96.2 8.47 1 105.9
=3 MEREINESHERSR
Table 3 Digestion effect and time of surface plate covering
2 LA = ] T A P A AR S 2R ML ERERCIER Sl VI A A S O R m
S8 B it L A2 H I /h =5 3~4 2~3
TR HRsE 4, FEMEIESE . &, L6 MaEREARRMELSE FLEFAZ S, BRNIRE 6
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2,13 &REMEHE

JR T2 G TE v L RE I A U A0 2 A AT, TV T 4
PUJE BRI R 7S e, 7 AR AR U004 75 A A P
JECRIUMAG, GB 5009.93—2017 HHEFERZHA 6 mol/L
FIFRMREW 5 mL, INIEE ARG BT R 2007 ik
TR, R4 NBE. RSP, AR RZS s
P 4% R By U TR A A I 25 R, L 3 2 SRk
R, IR

WRER 4 MTEOLA LR AT RE, — 2 JE 57 0 SR fE )
L5, EN AR R T E M A BB, F s R
A, SR IR = AN, SNk a8 58 1 5
AP, = AT AR AR BRI E B AN A 8 S
FORXF, B i H 7S 006 3 Sk Y A0 06 A S SR VR B A
AN, IR A] BE S A SRR VA W AR B 4 4
BANR o AR L8, AR5 SE R .
R, AR R 4 BIORTE PR Ry AT I8 R
JrE—: A 6 mol/L WERFR WK 2 mL J5 A= B HIH;
JrE 2 A 6 mol/L HYEE RV 10 mL J5 N2 B

R =0 A 6 mol/L MERFRIE 5 mL, F 100 °CAILIR
PR ERE 1 min, BUREE 0.5 h; FPU: fIA 6 mol/L
(R BRI S mL M E B (MG BCR RS, FHIMA S mL
6 mol/L FIERMR M, T 100 °CARIE R i 1 min,
BUF# & 0.5 ho HARKMEE RN 5 PR,

F4 EUTFEHRENLER
Table 4 Determination results of conventional
reduction method

WIZE mE  Bm 4w mp SR

400 pg/kg
S5 1/(ng/kg) 279 182 76 201 347
S5 2/(ng/kg) 337 163 53 219 279
2553 3/(ng/kg) 239 219 81 134 382
EHME/(pg/ke) 285 188 70 185 336
RSD/% 173 151 213 242 15.6
s/ % - - - - 84.0

®5 FARZRAAGUER

Table 5 Determination results of different reduction methods

W X WA 445 N 25 AR 400 pg/kg

45 1(ng/kg) 224 171 71 162 176

45 2/(ng/kg) 263 197 77 147 163

45 3/(ng/kg) 212 232 46 136 142

e

S/ (ng/kg) 233 200 65 148 160

RSD/% 11.4 15.3 25.4 8.8 10.7

B /% - - 40.0

45 1/(ug/kg) 311 171 78 137 357

45 2/(ng/kg) 303 197 69 165 369

45 3/(ng/kg) 247 166 74 153 310

RESS SERIE (ng/kg) 287 178 74 152 345
RSD/% 12.2 9.4 6.1 9.2 9.0

[ i /% - - - - 86.3

S5 1/(ng/kg) 342 246 78 197 403

450 2/(ng/kg) 337 263 81 202 410

B 25 3/(ug/kg) 341 259 79 199 414

FA=

FHIME/ (ng/ke) 340 256 79 199 409

RSD/% 0.8 3.5 1.9 1.3 1.4
[ i /% - - - - 102.3

S5 1/(ng/kg) 339 251 79 203 396

258 2/(ug/kg) 343 257 77 198 403

- 2558 3/(ng/kg) 338 249 82 199 404
FHIME/ (ng/ke) 340 252 79 200 401

RSD/% 0.8 1.6 3.2 1.3 1.1
[ i /% 100.3
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5 MEERNTLUE 1, I I RV
SERJFRE SIS, 25 AR IERERAY 40%; TR A=
B0 R R T Y R R AR S R, MK 4 GB
5009.93—2017 ZERIBAER, ¥R 85% LT, =,
SR 1 min JE#HE 0.5 h IR FT 0, 2550K5% 55, RSD
H0.8%~3.5%, 25 FAMBREDECR 102.3%, S640 B RE:R
RIS 7 20 I A SRRV W, A B FIOR)S PRI 5 mL
6 mol/L FYERFRVA AR, AN ZS FAS B . iR
100.3%, 158 BHFRIIVA R AR EFE R 10K T T 1B AR 2t
PR TR AR TN, AR ER BRI AT IR 5, (HH A
S, 2 GB 5009.93—2017 FIF R =R M. X6 5 %
Pdb T FOAGES, RIRLh R 6. HAAE 3 M. 95%
BT, FAE=9.28R", % 6 thikJiiy—. —IJK GB
5009.93—2017 585 0= WK FAEZ KT 9.28, fF7EE
EMER, B
2.1.4  SEMAT R0

8 T 98 6 1% o I TG 1 2o AR v, Sk A R R

AL B T R T R P A SCik A K
A& R T E X T e R A Em, HE
Ag Hl Cu K77 1 A £ 5% i 46 I 25 SR 520 o & 5
Py PE AR 7 SR B A RS OF 90 A0 38 5 T % L TR iR LA
Ja, — I AT AL B W Sy — O TS s [m] A
2 IFRUE RV, — A SRTACER R S — R
A . S5RER 2 ORI 2 R 2 5%~10%, KiIA
BRASAL B R AE A RO R, BRI A SR A AL
AT EMA 10%8 100 g/L (8 S # % W 1E K
W
2.1.5 BRE®HE

A T R A R TR i S AR RN R RCRDY, s
T 20 pg/L MR UERRAEA IR BT 9O GmEE . A
IR, BARMNERIEE 1%TIF IR IR L 50%, FrifEre il o
SEARL B A R B vl B () 1 I HG K, AFLH Fry id B 0 e R B
10% B 2T 2%, WE 1R, T, AR5 ER
A A AR HE R IR BE R 10%.

*z6 FiRIE
Table 6 Ftest

F1H e = FRE Jr = GB 5009.93—2017
/ 1.71 101.57 101.57 3.41
1.71 / 173.71 173.71 2.00
X 101.57 173.71 / 1.00 346.86
101.57 173.71 1.00 / 346.86
3.41 2.00 346.86 346.86 /
/ 3.38 3.51 4.56 1.16
3.38 / 3.51 15.98 2.93
A 3.51 3.51 / 4.56 10.27
4.56 15.98 4.56 / 46.79
1.16 173.71 10.27 46.79 /
/ 13.30 115.86 42.68 1.21
13.30 / 8.71 3.21 10.97
He g 115.86 8.71 / 2.71 95.57
42.68 3.21 2.71 / 35.21
121 10.97 95.57 3521 /
/ 0.86 26.89 24.33 0.08
0.86 / 31.16 28.19 10.17
R 26.89 31.16 / 1.11 316.79
2433 28.19 1.11 / 286.62
0.08 10.17 316.79 286.62 /
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Fig.1 Acidity and fluorescence intensity curve

2.1.6  MEANAT A S BANAT IR E L AF

B A0 B R S A Ve AR, Sk R A T8 4,
AR E A AR . Rtk . REBUEL, ST EE
MG P AGHI U2, B 2 AN R 52 i oK o 24 AL R
AR T, SRR N X F AL, AR R R A
SREK SRR, FHOOCIREFRCY, [Fmf ik
BN AA R, BT E. MENEFT, 20 pg/L 1Y
MG 5 R LEAS (] %) 00 S A B0 e R ) o 5 S 5 i) AL,
B 2. HE 2 ATHL, YIS E R 2.0%0), EJ6RE
e SO PR B R e M, ASBI 5 0 e A AR A U
N 2%, AU 0.5%.
22 ZMBEXMSHEKRER

A ERAERET, LRI, &
0.00~20.00 pg/L ¥ EEJERIN LM R 1T, LKA 3,

P R WF S 00 8 RS20 45, e 11 ke A,
W7, RAGFRWEMmZE . He 08 11 4LRE s P EARE R 22 70
3R AR 0.01 pg/kg, i AR

#£7 NAFE

LB EE /%
P2 B A B M5 B i £k

Fig.2 Curve of potassium borohydride concentration and
fluorescence intensity

3000
2500

20,2000

o

& 1500

& 1000
500

0
0 5 10 15 20 25 30 35

AR VR B/ (/L)
K3 ARG TER 2

Fig.3 Curve of linear correlation

23 FEBEESEREMR
23.1 HEEL T E

MGEAES . AURE S . ERRER . AR
AT G (1 BAESE 00 25 R4y B T 10 4P AT L lEA T
Rr i, S XA RO A [ e SR B0 R S G, ELACKG I 25 SR
3% 8,

MZEE

Table 7 Measured values of 11 blanks

25 P10 R B 1 2 3 4

5 6 7 8 9 10 11

25 FINAE (1 /(ng/kg) 0.112 0.121 0.119 0.116

0.127 0.117 0.116 0.117 0.116 0.117 0.116

8 BEESEKE

Table 8 Precision and recovery

BIgE| X iAo 445 fal
255 1/(ng/kg) 413 197 77 202
255 2/(ug/kg) 406 196 79 203
255 3/(ug/kg) 411 193 78 209
255 4/(ng/kg) 412 195 80 212
255 5/(ng/kg) 415 201 81 199
45 6/(ng/kg) 413 202 79 203
L5 7/ (ng/kg) 411 200 77 205

= 8(4)

SIRE| X35 FE 445 fal

2531 8/(ng/kg) 412 198 77 201

25 9/(ng/kg) 416 196 78 203

253 10/(ng/kg) 409 201 76 206

T /(pg/ke) 413 197 78 204

S 2.9 3.0 1.5 3.9

RSD/% 0.7 1.5 2.0 1.9

TR/ (ng/kg) 400 200 100 200

I A2 R 832 401 176 397
H(ng/kg)

[l /% 104.6 102.0 98.0 96.5
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e 8 MBIEAT L, kiR EIERE 0.7%~2.0%2Z
M), FE A INFR EE Hg 96.5%~104.6%, J7 ¥k 5 3 1T,
=
232 EHEER
BEFRUEYR GBW 10018(GSB-9)X A -4 ¥ i 4%
SIMTRRIED) 40 A I8 A, 2551 L2 9.,

(7]

=)

]

®9 EHRUESLR

Table 9 Determination results of standard

FrRufE(E MEwE WEM
/(ng/ke) (n) /(ng/ke)

490+6 6 492

=)

]

GBW 10018 RSD/%

XA 0.89

[10]

T - S A K A R e T e sh b Ak
PO A RE L RR B, SRR E R B m, B E
180~230 °CZ[i]; il AR A 2N 25 R IA M., 4250
R A 6 mol/L BIFRERVE MR iU o 7S A J5 A,
VORI B AN B 55 B R T, N IR AR SR T fF
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R B 10% T R AE IR B R U iR B Xk
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