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Research of detection methods of organic selenium in tea
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Abstract: Hydride generation atomic fluorescence spectrometry was used to detect the content
of organic selenium in tea. Firstly, 4+ 1 mixed acid was used to determine the total content of
selenium by changing organic selenium to inorganic selenium in tea; then inorganic selenium
was extracted with 1 ¢ 1 hydrochloric acid in tea, and was digested with 4+ 1 mixed acid to
determine the content of inorganic selenium; finally the content of organic selenium was
obtained by subtraction. The results showed that the detection limit of selenium is 4. 89 pg/L;

the recovery rate of total selenium is 86.74% —93.20% by recovery experiment with detection
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of actual samples; the relative standard deviation (RSD) is 0. 83% —1.79%; the recovery rate
of inorganic selenium is 81.00% —92. 88% ; the relative standard deviation (RSD) is 1. 68% —
2.23%. Compared with the standard substance, the data measured is in the permitted range,
which indicates the method suitable for content determination of organic and inorganic selenium
In tea.
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[ bR AEY) T 2k 55 GBW10052(GSB—30) , H [ Hiy [ B 2 B b BR 9 B -5 b2 36 25 40F 5 i 8 At X 4%
I i
1.2 IR F

1570 2 [ Z AR AR GSBG 6202990 ¢ 1 000 pug/mLCFE ZE AR R A0 BRI 55 A Be) s il 0 2%
PRUERE A5 10 pg/ mb, UG AR VWK 1 mL F 100 mL £85I A 20 mL e Eh R . 118 4l 7K E 25 % %)
BEWRERIR 1+ 1 3hPR 4+ 1 IR UMM 5 e @M IR Lol 4 ¢ D A s S8k 8 . R gt
1.3 {U&FiEH

AFS-9800 Ji 95606 B 11 (At 3 B 61 g S AL &5 A B2 7)) o Al 44 5 25 .0 B ARCAT 2 7K ) (36
Millipore/A #]) » KQ-500DE #4575 I 1 Ve 4% - Hi #A , ZK WA 5 5 3B K OF- o
1.4 {U{BEH

AFS-9800 JF 756 BETE G L A58 45 0 JE 300 Vs JR-FAL 88 5 B 8 mm; ST HL I 80 mA; 8
H 400 mL/ min; FdS A E 1 000 mL/min,
1.5 XWHE
1.5.1 Z5ebd Bommm & a7 4 22

PO BT R MERR AR I 1 g ZR AR TR b I 4+ 1 IR G R 20 mL, & TR FIH M IREH 2
185 °C. JMA RIS WL AIE LT EIEA B B E TR HEMA 5 mL 1y 1+ 1 3R, F & T HL R
FHBREIRET W EHEMA S mL WERER , M AK B2 25 mL, F T 25 M oo S & & i e o [ B A
M2 (HFES S
1.5.2  Zeeh & RbLARAE M 69 A 4L 22
15.2.1 $REUCEM i AL A ROFHER PRI 2 g #E 5 T 208 2808 . m 1+ 1 8h e
20 mL, & T8 A B AR ) 30 min 5. WK 30 min, AT UE .
1.5.2.2 FESEA BOSH A AU SR BOR AL 38 5 mL TR 4+ 1 RA R 10 mL, & T AR L
HATIEAL RS 2 185 °C . AR IE IR AR ATE e L E I A B B 0k T A B JE A 5 mL
B 1 1 EhER . FFE T H R EARR 2L T A R AR A SmL W E R . FH M 4K FE & 25 mL,
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1.5.3 #Rpd & At

W HUAR 1 000 mg/L ARUEW 20 mL F 100 mL Z8 5 H . 0 20 mL ¥k R R  FH 8 40 /K W B 22 o et vk 2
0.2 mg/L BYAARHE A SR 5 W 10 mL fp A T 100 mL 285 . in 18 mL Wedh iR 1 47K
ERFERRE N 0. 02 mg/L WG AR TAE W . & DU B SR B 2 76 B AN [R) o i vk B2 o 2.4.8.,16,
20 pg/L. DAINAS A2 G B2 S GAAL bR o AH B AR 5T o Tk 3 Ol B AR AR A 328 5 110 die A AR A5 1R T 22 il A o
EERBUPUENE CRR (P SNVE DN P
1.5.4 EHEMHER
15,41 RANEZ MK W 7RI 6 N FATHEAS 1 g RGP IR 1.5, 1 JE 47 4L BEAN
I3
1.5.4.2 MU EZ S AR KPR 6 NPT 2 g SRS 10 B8 1. 5. 2 AT AL 3L A0
I3 6
1.5.5 wKRESHEE
1.5.5.1  GVAR R ICR 5K % B KOF 00 AR BORE 5 1 g, 43 B A B AR E ¥ TR 0. 20,0, 50,
1. 00 mg/kg ¥ HNE] F70 AOAE F b 4% 1.5, 1 AR BRI 0 M o AR AN MR 3 P47 555
1.5.5.2  JCHUAN A ESCR S5k % 8 T 1 R F HER AR IBORE & 2 g, 23 08 0. 10,0. 20,0, 50 mg/kg
B 3 APRIE AR SR G H A0 B8 1.5, 2 A7 A 3 AN 43 A o B AN MR BE A 3 P AT S8 0
1.5.6 Ax/fEdh REIE

SR A ME ) JoT 36 E SR B DU i . T3 BT KT ME AR PR sk 25 B ZAn EI BT 2 g (B tE9 i 1
FESD SACBETR 1.5, 1), X 25 5 0 R M gk A5 e bt
1.5.7 ‘&AM R 75 vt 4 5 5 7

AU RE S AR R 1.5 1 A 1.5, 2, ¢ 1.5.5 AR, K I AS i mp AR AN G LA 5 A HLAR B
S AT U2 TC AL A A

2 ZR5iHR

2.1 UHREHHRL

S5 AT G iR R FIAT R N A A S R RS e . S5 SRR B R TR A RN L ) £F S B R R L (H
Wit 7 B e s ) 384 S5 00 M 7 0 2 I A 0 A () B o v 8 97 e 2 ORI AT B A A A . UL 2R
& PR TR TR 300 Vo JREKT LI Y KD L B A A5 S B A PR I A ORI A L TR N S T
TR TG 2222 . I EFAT R 80 mA,
2.2 EEFEIEE

TR THR B4 b, NaBH, 5% KBH, s ey 2%
VS (T U A 92 0 1 8 B L L TR AR KO X 2000 |
AL e LY S RGBT BB 0 |
LSRR B 50 B0 A O - 0 T LB BT 2]
NaBH, s KBH, ¥l 3 % A — & i 9 NaOH (5
KOH), LU R PEBR . b i o W py R e, |
WS TG T Ak 3ot R o T B 010 G L AR S O T o T T o e T e
PO ACEPAE 8 JER, 2 BB T R RO 1. 0% AL 5950 %
2,022,563, 0% B B A B0 7 W A HC A 5% 1 A ] B 1 B 4 R 5 O R A B
BT 00T He B LS e B ) K/ . S5 RN 1 Fis Fig.1 Effects of mass fraction of KBH, on

B & 1 R, M S AL T AE Z%E‘iiﬁ}ﬁ%ﬁlﬂﬂ' s fluorescence intensity
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Fig.2 Effects of HCI volume fraction of carrier

liquid on fluorescence intensity

P BEORT FR B - 152 48 ik i BE 5 A T AL A 4 OO B ok Ak
HAE R TR I b 220 AL B I8 B SeH. » E A S ALY T 1o ds . RARER S, ALBEE T A
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Table 1 Effects of HCI concentration on extraction of inorganic selenium
MRS E/ % WHERBRTE L/ (mg - kg™ W6/ (mg = kg ) -2y R/ %
10 0.138 0. 141 0. 142 70.17
20 0.2 0.167 0.162 0. 165 82.33
50 0.186 0. 181 0.183 91.67
70 0.173 0.169 0.171 85.50

HI 3R 1 AT I o 2 R R AR FR 3 B AT T [T WS A8t A o 22 AR 53 I » [T S et 8 2 o 7 IR R 43 B
50 2/ Hif [T g 23 35 B i i Ao AH 24 R IR A B 40 B 4k S 38 I Il 38 AT BT RRAIG . AR SE6 R 50 26 (1 3R 1R
VWA Ry 4 BB
2.5 RENEE XS RE A 2
WFFE T A [ AR UL B IR B O () %o 2% it e JE LA 4R B 2 e . 25 R N8 2 iR
2 BRI ) X T AL AT 4 B R

Table 2 Effects of temperature and time on extraction of inorganic selenium

B 2/ °C I [A] /min PRIEVE W BURE L/ (mg - kg D) WE{E/ (mg - kg ) PR/ %
70 60 0. 200 0.116 0.112 0.109 56. 17
100 30 0. 200 0. 180 0.179 0.183 90. 33

f 2 2 ) UL, ik /KT8 30 min, 25 A JEHLAR ) - 25 [m] 0l R T 35 2] 90. 33% . i FAE 70 CKIB I A1
T o JOHLAR F S 2 [0 2R 448, A R 56. 17 %6, IR AR S 5

2500

SRR M A JCHLAR » e HE B K 30 min BEAT . 2000
2.6 hRiEHER R AR R 2 1500

I o i 26 2 PR 3 9T 2 1000 t

ZRBW U AE 0~ 20 pg/ 1 5T I W B2 B P4 34 500 f
FOR N BRSE S . ey ey y=114. 692 —42. 941, 43K 0. : T T s
FHR =0.999 5,R=0.999 7. Xz (Al #4734 8¢ 11 Gt (g 1)
YOI e ARG PRI TTSE A L=3S/R(S hH HEZ K B3

I A AR E T 22 R O [0l U9 97 i B9 484 250 L 45 1 B IRAR

Fig. 3 Standard curve of selenium
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MRy 4.89 pg/L.
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Table 3 Repeatability experimental results of total selenium content in tea

FE i 2 7R MEAE/ (mg » kg™ ) FHME/ (mg « kg™ ") HE AR U IR 22 RSD/ %
0.598 0.612
IR M AR 1 0.613 0. 607 0. 604 1.34

0.592 0.604

Hi e 3 Al 0L, B A s A RE 1 rp SRS B E D 0. 604 mg/ ke A XS B HE DR 25y 1. 34 00 . SR B Ty 1
B 8 R o B SRR G, RE AL 25 I v SR £ ARG K
2.7.2 EHMESMHLIE
AR AU M LI A5 R LR 4,
A4 vt JE LA T A T S g g

Table 4 Repeatability experimental results of inorganic selenium content in tea

FE 5 45 FR M EAE/ (mg » kg™ FHME/ (mg « kg™ AR X AR Ui 22 RSD/ %
0.122 0.129
LN = 0.127 0.125 0.126 2.00

0.127 0.124

3% 4 AT R 2 RE 1 P JEHLA P 3B 0. 126 me/ ke AR bR 22 4 2. 0096 . SR W1 i% 7 1k
ET R A R BEE R A I rp AL AR A A I 0K
2.8 MBXREHEEEIR
2.8.1 XmwKkEL5HER

FAA AT R HERFRBUCRE i 1 g 20 SR INAR YE R 0. 20,0, 50, 1. 00 mg/kg FHEfhH . #i¢ 1. 5. 1 4bH
OR AT BB R TR LA 3 AR BRI 5.

SR R Y ] R
Table 5 Recovery and precision of total selenium in tea

AN/ AR HER R R L/ 52 A/

i 44 FR B/ % S5 ENRCR /% RSD/ %
(mg * kg™") (mg * kg™") (mg * kg™

0. 200 0.783 89. 30
0. 200 0.791 93. 20 91. 00 1.79
0. 200 0.785 90. 50

o 0. 500 1.054 90. 02

B A 7

. 0. 604 0. 500 1.038 86. 74 88. 84 1.68
AHE L

0. 500 1.053 89.76
1. 000 1.514 90. 96
1. 000 1. 485 88.10 90. 70 2.23
1. 000 1.535 93.05

22 5 0] WL, 5 i o A i ] AR Gk B 86. 74 % ~93. 20 %, AH X BRI 22 K 1. 68 % ~2. 23 % , # A
7 TR ISR R o R 20 T 1 o BTG A A 00 4% v v BTG ) A ) 20K
2.8.2 RAEEEDK &5 4 %R

FHHL 7 ROV MERFRBUCRE & 2 g0 23 DI INAR MEVA W 0. 10,0, 20,0, 50 mg/kg THES . 3% 1. 5.2 b3
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Table 6 Recovery and precision of inorganic selenium in tea

ANEME/  ARHER RS L/ I EAE/

FE il 24 B I\l i %/ Y% S ER R/ % RSD/ %
(mg « kg™ ") (mg « kg ") (mg » kg™ )

0.100 0.209 82.80
0. 100 0. 207 81. 00 81.67 0.79
0. 100 0. 207 81. 20

. 0. 200 0. 300 87.40

T

0.126 0. 200 0. 303 88.50 87.42 1.00
FHE1

0. 200 0.298 86. 35
0. 500 0. 590 92. 88
0. 500 0. 589 82.58 92.19 0. 84
0. 500 0. 581 91.10

B2 6 1] DL, JCHLAR 78 A5 0k H 5 o7 25 B iR 7E 81. 6790 ~ 92, 19 %0 A X B UE R 25 A 0. 8406 ~
1. 00 %6 » 45 53 W12 05 % [l g SR 0 G %5 T2 1R BB WG 2 A W00 2% v vl T LA ) G D00 25K
2.9 FRAEYREIE
R A 0 1 A5 T 254 mﬂ%ﬁ/ﬁ% Xf ﬁ@ﬂ‘]?ﬂﬂﬁﬁ‘?ﬁx_ TR 23 BT K T BRI 5 AR
Wi 2 g 44 1.5, 1 JEATHTAL B, SEATAGIN  Xb &5 R e AT 0 b . SRR 7,
x 7T ARUEY) B IE

Table 7 Verification by standard substance

FE it 2 B B PRHES %A/ (mg -« kgD WMEM/(mg - kg™ R TP
0.092 \ o
: : N 5E (BT o v 9
G GBW10052(GSB - 30) 0.1040. 03 0. 084

BP9 A 2R
0.088

H1 2 7 a] UL o %07 12 0 A2 1) 2o 2 s ) Tt o ) 5 R AR AR E S 5 (E N L SR T IR ME R L AT SR L AT
B 2% I R A R K
2.10 HHEANE
Ao A 2 O AL A 2 AR i AT LA B S R R SEER I E T 10 Bl A [ A4 2R R A S A
sty FPOA BILAR S o R S R S A AR EE AR 8 B .
R AR n A HLAN B P R PR P 20 AN 4
Table 8 Results of organic selenium percentage of total selenium in tea samples

FERLT S BANBUREH/ (mg - kg™ TOHLAG B L/ (mg « kg™ D A AL L/ (mg « kg™ ') A HLAA & SR RE L/ 20

1 0. 60 0.13 0.47 78.33
2 0.33 0.09 0.24 72.73
3 2.76 0.66 2.10 76.09
4 0.31 0.08 0.23 74.19
5 0.79 0.07 0.72 91. 14
6 0.11 0.08 0.03 27.27
7 0.13 0.06 0.07 53. 85
8 0. 40 0.07 0.33 82.50
9 0.27 0.06 0.21 77.78
10 0.11 0. 04 0.07 63. 64

H1E 8 T L L A A M A 10 A i e A HLA 5 ERR TR 6 B BV RY 5000 LA b L7 R AR
H IR F] 7000 LA B RER 5 SRIAE] 91, 14 06 JEAUAE & f2E DU AH XS BEAIR . 495 2R 2 WY R T 4 g G 3t IXC 79 2%
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