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B EM M 6 A SHNE RHeE-RREeFEF&
FRig &

1 SEE

ASCAFREIR T WO E s - i SRR 1 S5 B8 1 M 00 5 g 0 R A DU B 6 Rl T R RS
MIAREAE X JREE BRI SFEM . A 5B% . MED IR, SR R EMRBUL.

AR SO IE F TR DU B A AR AR . AR . ANAUBE R . PR R . AR
MR AR LR S B IIE

2 MEMsIAxH

AN SCAE R R P S8 I SR P ETE 1 5 ) R T RS AR SO A AN AT D 1 2Rk e, v H B RS 51 R S,
A% H X0 B I RRCATE T AR AN HIAM SISO, HBoH A (BFEITE e e EH A
A

GB/T 6682 43 #5256 % FH 7K FUAS At 56 7y v

3 ARIBFENX

3.1 fififE

FRIAELE R E A2 T a0 AR TR LA DA N S AZAE . BN IR A RIEPUAN . B/ =Fh e o
A, BHEMFEEGTRARECU R 99RAR . TCALAGFIA HLAR .

T AERAR A A B AR A2 LS NN &S . AU R R F SR R R . AR R
AR B =R 5 A AR M A WU T AS

4 R

WAE PR . AR . ARFUBE R . PR R . AR R LR IR, &
EIBE KR, B0 e, 2 m ROBH ik SR il 70 B, UBGR & 55 3 IR BUE AN E , AMRi%
e

5 WFISHE
BRAESIAT U, ATTEFT G A ek, IKNGBIT 6682 ME 11— 2K -
51 5

5.1.1 HfE (CH,OH) : i,

5.1.2 —/KEEE (C;H,O,*H,0, CASS:5949-29-1) : gk,
5.1.3 CRiiERRYN(CeH1sNaO,S, CAS5:2832-45-3): fhifhaf,

5. 1.4 FEFEEAM(CASS:9036-06-0): VG /1=3.5 U/mg.
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5.1.5 HEHMK(CASS:39450-01-6): MG /1=30 U/mg.
5.1.6 =¥ HFLE I HIE(C4HINOs, CASF:77-86-1).
5.1.7 ## (HCL): 12 mol/L.

5.1.8 Z/K(NH3*H.0): foihafi,

5.2 AL

5.2.1 = FREIHFHE-2ER (Tris-HCD 283K (70 mmol/L, pH 7.5) : FREX 4.240 g = ¥2 FIL 3t
T T 450 mL /K, AHERER (5.1.7) 875 pH 2 7.5, I/KFREESZ 500 mL, #£25].

5.2.2 HEAM K #HH 3mgmL) : HEEAE K (5.1.5) 150 mg, A Tris-HCl Z /A (5.2.1) E%R
% 50mL, #&21, BECHLA

5.2.3 BEREAMAM (3mg/mL) : HEEEHEON (5.1.4) 150 mg, H Tris-HCl ZZMiER (5.2.1)
ERAE S0mL, 5, BAECHLA.

5.2.4 WiahtH (15 mmol/L F7 A ER+5 mmol/L CehfiFRN+1 % EE, pH 5.2) = 4 AFRE— /K EHTHR IR
(5.12) 2.837 g« CAEHERREN (5.1.3) 0.846 g, ¥ Tk, #5, FZUK (5.1.8) 7 pH & 52,
A 10 mL FEE (5.1.1) , JKFREEZAZE 1000 mL, #7585 10 min, IEIH

5.3 frfEm

5.3.1 AN (Na:SeOs, CAS 5:13410-01-0): 4HJE=98%, BRLE ZINUEFH5 T b4 Bk 1 (1) b
W) R AR E T Vo

5.3.2 EAfREI(NaSeOs, CAS 5:10102-18-8): 4fiJF =98%, ML E FKINUEFF4Z T FrdEP FE 15 A5
HEW) R SR AE VA o

5.3.3 FACHE R (CsH12N204Ser, CAS 5:29621-88-3): 4HJF =98%, B4 [H S AIAE 4% T FrvE Y iiE
T IR A2 ot B YV

5.3.4 HRE-AACE B B2 (CaHoNO2Se, CAS 5:26046-90-2): 4l =98%, R4 [E K INUE I3 FhriEY
JRAIE A5 B AR E ) 7 B 1V W

5.3.5 WHCEZIR(CsHIINO2Se, CAS 5:3211-76-5): 4iiJF =98%, 4 [H FAAE 4% T A e L
(b AEA) Jo3 AR HE TV

5.3.6 MM ER(CsH1sNO2Se, CAS 5:2578-27-0): 4iJE =98%, BiZ: H Z NI IF4% T Fr e FiiE
T IR A2 ot B IV

5.4 tREERECH

5.4. 1 WlBRARPRUEN AR (1000 mg/L, LA Se 1) : HERIFREUGER (5.3.1) 23.9 mg A% 0.01 mg)
BT 10mL #EMF, HKEREZE. T 0-4 °ChtfE, HX 1 A & EFWUEIHZ T hrEY R
UEA AR I R o

5.4.2 TEABFRAR bRAEN VW (1000 mg/L, LA Se 1) : #EMFREUEMEREN (5.3.2) 21.9 mg CFEHIE
0.0l mg) BT 10mL FEMSY, FHKEEZEZIE. T 04 °Citfr, AR 1 MH. & EHFIAIEIF%
FARAED L S R PR T T TR -

5.4.3 WHACEEBRARAEI A 7A W (1000 mg/L, LA Se i) : AEFAFREUAEACHEZERE (5.3.3) 21.2 mg CF
% 0.0l mg) BT 10mL AEHF, FHKEERZE. T 0-4 °Cliffe, ARIH1ANH. 8&EZNIE
HAZ T bR UEDD R AIE T3 B AR E T L

5.4.4 FIE-RRAC D R bR eI A VB (1000 mg/L, LA Se it) « vERAFR FHIE-WHAC LI ERR (5.3.4)
23.1mg CKi#fiZ 0.0l mg) BT 10 mL HEMF, HKEEEZIE. T 0-4 °Clisfs, AR 1AH. 5K

2
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5.4.5 AR ZIRIRAEL 47 (1000 mg/L, LA Se i1) : #EMIFREURERZARR (5.3.5) 24.8 mg (ff
% 0.0lmg) BT 10mL F&RMY, HKEERZE. T 04 °Ciife, AR 1AH. 8&EZKE
A2 T b EP IR IE 15 H AR VR -
5.4.6 AR LA RRPRHEN &I (1000 mg/L, LA Seit) : #EBIAREUINIR LB (5.3.6) 26.6 mg
R 0.0l mg) E T 10mL FEMF, HKEERZE. T 0-4°Citife, 801 41MH. BEEEK
WIEFF 42 T AR v S0 E 5 IR b HE VAT
5.4.7 WREWHET/ER (1.0mg/L, LA Sett) : ZpalEME 0.1 mL bRt & (5.4.1. 5.4.2. 543,
544, 545, 54.6)T 100 mL A&+, HKMBIFEEZZIE, A,
5.4.8 IREMERIIEM: HEFFZE 1.00 mL IEEFME TR (5.4.7) T 10 mL FEHH, HKEREE
ZIBE, FLHIA 100 wg/L (L Se v1) MyHR [RIFRAEIS IR IGFH AT, 20 A HERRFE BGZ (R AR #EF R 0.10 mL.
020 mL. 0.50 mL. 1.00 mL. 2.00 mL. 5.00 mL T-—4H 6 4~ 10 mL &+, HRsIMHERRZE,
PEC), BOHIBIRE AN 1 ng/lL. 2 ng/lL. 5 uglL. 10 ng/L. 20 ng/lL. 50 ng/L (L Seit) X
TRAFRUE R Y TAEE . 1% R 000N B DAL -

55

ErZPEME: KR, 022 pm.

6 UF58&

6. 1 VBAH (O 1% - FBRE & S5 B T I DURRAT BT E 7 i 2% A Al S St .
6.2 HF R JEES7290.00001 g10.001 g.
6.3 RS,

6.4 mEEELHL: FE =8000 r/min.

6.5 THIRIR % .

6.6 pHit: F#fi%0.1.

6.7 A IEBES .

6.8 Bilias: = N10~100 uLA1100~1000 pL.
6.9 M. fL17425 um.

6. 10 IRXFERI R A SIHML. L.

N

ME LB
7.1 EESIE

7.1.1 FFE
BUAMET 200 g CRERAZE 0.001 g) FEMETEIHNL (6.10) Aok, EMIfE (6.9) , Hill AFIIAE,
THIRERRAEH.

7.1.2 BERE
HBAMET 1000 g CREBAIZ 0.001 g) FERE TEIHNL (6.10) H213%, HIIAFIAE, F-18°CHEHR
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7.2 tEmiEE

7.2.1 BREUCFRE (7.1.1) 0.5 g CHERZ 0.001 g) BRERRFE (7.1.2) 2 g CREAIE 0.001 g) , BT 50mL
FBRmEOE . BN 5 mL & Al K B (5.2.2) MBEE S ABRER (5.2.3) , Wieks, BT
37 °C. 150 r/min FEIR IR G 55 TR M T IR Z 1R HL 9 /hif o $REEEE S, LA 10000 r/min &0 10 734, HL
FEIEW 1.0 mL & 10 mL ZIEERE T+, HRSIHE RS SmL, B, £ 0.22 um JEEEIE, £, [
Bl 2 R

7.3 ME

7.3, MBS S H AT
a) tBilk:: SB-Aq/UMH EEE S HTAE(250 mm X 4.6 mm, 5 um)BiAH 2
b) WEIAHLLE: 15 mmol/LFTEEEZ+5 mmol/L bR FR N +1 % FEE (pH 5.2)
) Yii#: 1.0 mL/min;
d) HFEARR: 50 wL.
7.3.2 HUBRHEG S B TR TS A 225 6
a) $HHIIhE: 1200 W-1550 W;
b) #HA: WA (A =99.99 %)
¢) HAULE: 0.85 L/min;
d) #MEiE: 0.15 L/min;
e) Al s tb(m/z): Se: 78

7.4 FREHRZRIBIE

R A AR E Z I AR 0 B % O HERE AN, HZ2 I8 I RE A AR B e AR CERE I 52 AN R 25 1
TiHEL DUbRAE R AR BN AAAR, LA TR AR, 45 B b 1 i 22 1m] 75 7

7.5 EHEEENE

AR e B HE 0 1 DR B I T 5E 1 o AR VCRE 2 i ORI RE VA RO N VB (005 - L SRR 15 55 1 1t
AR, SRR, ARPEARAE AT B AR IR AR AR . AR . AR . -G R
MR AR R AR A A IR 1A 0 I A I AE (S e P i Y B P, 75 UL S R R AL © ARt 12
ARG AR B LI A

8 HRITHE
BRI AR, TANERAR , AACDEZRR, WEAAC IR, AR, M MR & & (L
Se it) Ui #ER R, %0 (1D 5
_ (c—co)xVXIOOO
MX1000X1000 .euiuiieniiiiiniieiieieeeneieeeneeaenens D

A
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X —— AR . TEARRAR . AU R . WAL A R R . AR AR . MR SRR
M s, BRACANZRAE T (mgkg)

C—— R R AR . TEAIRAR . AARIDE R . AR AP e . IR A iR 1
W, BACARMOLRETE (ogl)

Co— H PR AR . WARRAR . AR, R R . R ZEIR . M L
RAIRHIREE, AT Cug/l)
WEEE BT R IR i, AN (g) s

m
V— AR & e B, AN ZETE (mL)

1000——¥ 55 R 5L
THE 5 S DLUEE 2 2 T 3RAS B R ML 5 A5 SR AR P ME R R . 245 & =>1.00mg/kg W), 115
G AR B = A BT 24 A B <1.00mg/kg I A 4 SRR B R A A R

9 BEEMIYWE
9.1 HBEE

FE T B M TARA 0 2 O S s 5 B A 22 (R L B PO 0 20%.
9.2 REE

RITIFEERAR . AR AR AS PRy 0.01 mg/kg, MIACHERER . FF AR A 2 I BR Al A S5 R A
HBR A 0.02 mg/kg, A 20 2 ERAS H PR Y 0.03 mg/kg; AT VA ERAR . AR ER AR 72 = PR A 0.04 mg/kg,
AR 2R . FR -l AR e B A A A B UK 7 PR M 0.05 mg/kg, Tl AR 200 20 R 2 = PR e SR M 0.08
mg/kg.
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	5.3.3 硒代胱氨酸(C6H12N2O4Se2，CAS号:29621-88-3)：纯度≥98%，或
	5.3.4 甲基-硒代半胱氨酸(C4H9NO2Se，CAS号:26046-90-2)：纯度≥98%，
	5.3.5 硒代蛋氨酸(C5H11NO2Se，CAS号:3211-76-5)：纯度≥98%，或经国家
	5.3.6 硒代乙硫氨酸(C6H13NO2Se，CAS号:2578-27-0)：纯度≥98%，或经国

	5.4　标准溶液配制
	5.4.1 硒酸根标准贮备溶液（1000 mg/L，以Se计）：准确称取硒酸（5.3.1）23.9 
	5.4.2 亚硒酸根标准贮备溶液（1000 mg/L，以Se计）：准确称取亚硒酸钠（5.3.2）21
	5.4.3 硒代胱氨酸标准贮备溶液（1000 mg/L，以Se计）：准确称取硒代胱氨酸（5.3.3）
	5.4.4 甲基-硒代半胱氨酸标准贮备溶液（1000 mg/L，以Se计）：准确称甲基-硒代半胱氨酸
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