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Determination of selenocysteine, methylselenocysteine and

selenomethionine in grains by liquid chromatography-inductively
coupled plasma tandem mass spectrometry
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MEPHEAFMER., FERKFMERMEAEIRONE &
HEE-BRBAEE T REKRE X

1 el

ARSCHFRLAE T RRAT Pl e 2 Rt A 2 1 PO YA €0 1 — L SR 45 55 0 1R il 12 ) i
L, OMUE T HAKRIFIRORL . AER RIS AR DB AR R

ASCFEHITRER . /NAE L FoK /K RSl A =R A D e Al U 2R
HIE o

2 MeEsI A H

BN ST A PN S AR 5 | IR AR ST AN R D B A He v H RS RSO,
A% HIXE I B ROAS & A SR ANiE B S T SCHE, o iR (s ra igscs ) i A
A

GB/T 6682 73 Hr S5 % FH 7K FUAS Al vk

3 ARIBFEX
ARSAFEA T I E RIARTETIE L
4 [RIE

IRER NG DR . TR e R A (U R, R A MK PRI, 2B B ok,
PO T — B & A5 TR A RE , AMREE &

5 H{FFnEE

BRAE AU, AT R4 434t KA GBIT 66828 1 —2K
5.1 i&#H
5.1.1 =R REAREFECHO,, CASE: 77-86-1),
5.1.2 FHMRHCL, CAS 5. 7647-01-0): ZiiJE K 36.0~38.0%.
5.1.3 [ (protease XIV, CAS*5: 9036-06-0): i /] =3.5 U/mg.
5.1.4 BZ. B (C,HINO, CAS 5. 144-48-9),

5.1.5 Frigmsk (CH,N,0,, CAS 5. 3458-72-8) .
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5.1.6 Wi (CH,OH) . {aigal,
5.2 RFIECHI

5.2.1 AR (10.0%) « =H20.0 mLEEAR (5.1.2) MUKFBEEZR 200 mL, 4],

5.2.2 =FHREFF - (Tris—HC1 ) ZZ i (10.0 mmol/L ) : FRHR0.242 ¢ =¥ R EFEH 1E(5.1.1)
BT2180 mLAK, HERIR (5.2.1) P pHAETS, MKMBEEARZE200 mL, 5],

5.2.3 HHEHEHE (2.0 mg/mL ) : FRE0.40 gfEFIlE (5.1.3) , ILAZE 200 mL Tris-HCIZZ 0P (5.2.2)
b, BES), BHEED .

5.2.4 MZ BEREAW (10.0 mmol/L ) : FRH0.088 gl ZWiHE (5.1.4) WK, IKMiRE A ZE50 mL,
5],

5.2.5 #ishH (5.0 mmol/LFEER SR, 1%H i, pH5.0) « FRELL.216 gf Rtk (5.1.5) ¥ T°950 mL/KH,
BIAL0.0 mLHEE (5.1.6) , FHERRR (5.2.1) HTpHZES.0, FI/KFBEZA 21000 mL, #751<30 min.

5.3 #tnEEm

5.3.1 WL LA RR (C3H7NO2Se, CAS 5. 10236-58-5) : 4lifif =95%, k& ESIMFIFZ TH5
HER TIE A5 AR R E ) R BObR VA R

5.3.2 HWIAGCE e RR (CaHoNO2Se, CAS 5: 26046-90-2 ) : 4iJF =98%, siZ&EZINIEI%
TARUEY) FIE A5 B BRI T SR VAT

5.3.3 MiftES M (CsH11NO2Se, CAS 2. 1464-42-2) . 4ifF=98%, k% EFINFIB TRl
W JIE A5 B AR ) o AR vV T

5.4 FrAERKEEH

5.4.1 A e b rEf % ( 1000 mg/L, LA Se it ) « BU{CR k& R: (4.3.1) 29 21.2 mg (F
% 0.1 mg ), FHEEEREW (5.2.1) M, A 10 mL &8+, kB ZEZE, F 2°C~8°C
IRARAE, ARG 1 AH .

5.4.2 FILARICAE e R AR ERE 257 ( 1000 mg/L, L) Se 1) « BUF ARSI IR E R (4.3.2) 2 23.1
mg (K ZE 0.1 mg) , K&, A 10 mL 2, IKBBEEZIE., T 2°C~8°CRAMIAT,
AR 1 AH

5.4.3 Wit E RS (1000 mg/L, UL Seit) : HUfCEZAM (4.3.3) 25 24.8 mg (Kt
£ 0.1 mg) , FIKEM, A 10 mL AR, IKEEEZE . T 2°C~8°CHRIIrIE, ARUN
11H.

5.4.4 IRGFrUEPHE (10.0 mg/L, i Seit) : 3 lERAII 0.10 mL A bz br i i &
(5.4.1) . HFILAHL PR S FI (5.4.2) . WCEERER &R (5.4.3) T 10 mL %
B, FKMBEREZEZIE., T 2°C~8°CRmiifr, A%l 7 d.

5.4.5 3 FhfAC Z LR IR A bR (i 1M (100 pg/L, LA Seit) . #ERfHEH 2.50 mL iE & hrifi b )i
(5.4.4) T 25.0 mLA&RGS, MM EEZZIEE, In TR,

5.4.6 3Pl ZILFRIE A ARME R IR . i HERf EBUR A AR (5.4.5) , FHT SRR il
R R #1.0 ug/L. 2.0 ug/L. 5.0 pg/L. 10.0 pg/L. 25.0 pg/LF150.0 pg/Lit R 5IFRAER I ,
[HPRRES LT
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e TTARERE i AT R R B YRR AR UE R SO Y BRI
5.5 ##l
551 £FJEME. K&K, 0.22 um,
5,52 BL.LEIEE: 3 KDa #ErF=, 4 mUEMIATR, SMERERT Y .
6 NF/EE

6.1 AR ETE — BRI A B TARHBE RS (LC-ICP-MS/MS ) = B (i A 5 0O
4

6.2 M RkF. J&a 0.0001 g #10.01 g,

6.3 pHit, #§E 0.01 %,

6.4 IWHERAL.

6.5 fHIE/KIBIRG -

6.6 ELHL: F#=5 000 r/min.

6.7 FEHIRER & B R,

6.8 k. kifE<250 um (FifL=60 H) .

7 SHHR

7.1 REESE

Byl g, Hedmmil (6.7 ) Bk, i (6.8) , FERT M ZERAEA 250 um LU
T
7.2 ARG EK

FRBGAAEL 0.5 9 (K% 0.0019) , BT 15 mL&E.0EH, KIKINA 9.9 mL & HEHEBUK
(5.2.3) #10.10 mL i Z.BERA W (5.2.4) , ieiRS), THEIEKBERS % (6.5) I 50 °C41MF
TIRZEH# 16 h,5000 r/min &.0> 10 min, §t 4.0 mL 5% 2 5083849 (5.2.5 )1, 4000 r/min
B0 10 min, £40.22 um 3B (5.5.1) ik, FE. [RIEHEES R,
7.3 UBSEEH

731 WEBRESEEHG

a) (it e T e (150 mmx 4.1 mm, 5 um) , SPEREAY
b) #FE: 50.0 pL;

c) Wid#: 1.0 mL/min;

d) #:iE: 35 °C;

e) Wiaht (5.2.5)
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732 HEBAEBETHRHREKIUESE &MY

3

a) A% 1600 W;

b) &R iE: 16 L/min;

c) FEASAE: 1.00 L/min;

d) HBR A 1.2 L/min;

e) WA ISR HEE. 0.70 L/min;

) PUBRFF R B ZS8 (Rpg) = 0.45;

g) 2T (Quad Mode ) : MS/MS (Q1 Jii&E#%(: 79.92 amu; Q2 ise4%l: 79.92 amu );
h) 4:#mfE: 250.0 ms,

i) FAbds: Aok,

) HAENE: 2.0 mm,

K ) SRAFAE [ B AU FLAZ . 1.0 mm/0.9 mm/1.0 mm.,

TE: MRS A R0 AL A I Ol SRR I S A S pH ,  DAORIIE 329 B K 5 fURE I A2 il 2K

7.4 TEUEENE

AR AR VBEVA TR ) (1 DR I ) SE 1 o iR VR T AR (5 35— PR R 5 45 B TR ER R BT 0
PRI RIA, ARG AR E 2 A2 Frill i P A DR 2R A D R A A U = R e o il
TR D20 Y A~ D 2 P A X 2 1 114 W (L L (S e A i oz 6L T Y, 15 DU 0 1 >4 1
WAl (5.2.5) FBEFrIN, 3 Ml f Qo HEMRIR SR VA R (i P LR 53 A

8 HRITE

URER AN A DE R . TR A R MR MR J MR 0 & & (LISeit) ISt w it, #%
A (1) 5

p, < Vef

L B PO PO PUPPTRPTIN (1)
m—3100C

m:
A

Wi —— R PR DR T SEATIA I A TG 2 SR 7 Bk PR, P30 28 74 T

4
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(myg/kg);
01 —— HARIE T AT 2 IR R A R R I T R B, S g e T (ug/l) 5
V——RBGR AR, AT (mL)
F——WBA;
m ——iFE R, AT (g) 5
IRE AR LTI E VAR BEFOR, DR B SO R8T

0 WER
0.1 EEM

TETE R PR P ARATHI 2 UM E SR 20 25 (A A EIER 15%.
9.2 B

TEFF B2 AF R ARATHY 2 YT 1 IS R i 4 5 22 (EL A RS SRS A 20% o
9.3 Hft

ATFIEMACE DR . P A Qe . AU &M BRI 0.02 mg/kg.
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Mx A
CRehEp %)
P IR TR A bR B E LA 1
T
A 2
g 3
INFIA], min

B P )
1 B
2-HIE I AR
3R

KA1 AR MERR (5.0 pg/L) ik




	目  次
	前  言
	1　范围
	2　规范性引用文件
	3　术语和定义
	4　原理
	5　试剂和材料
	5.1　试剂
	5.2　试剂配制
	5.3　标准品
	5.4　标准溶液配制
	5.5　材料

	6　仪器设备
	7　分析步骤
	7.1  试样制备
	7.2  试样提取与净化
	7.3  仪器参考条件         
	7.4  定性定量测定  

	8  结果计算
	9  精密度
	9.1 重复性
	9.2 再现性
	9.3 其他

	附录  A
	（资料性附录）


