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EREY) HERMCERBMNE BRERIE-IRFRIE

EE: XU PEANFEBRESREMEFERYE, IRERRMEINETNAKRREE,
BT ALIE 13 32 [ 75 18 XU RRAE, SRR IMBRI R ae B, 8 5 IR\ IR IR B S0l 57 AXFn AR
.

1 EAERE

AHRERI T T 0 5 [ A 40 v R SR R ] AR I 4098 R R HR R SR AR TR A -
JR

AHR I FH T I A 2 47 v R R SR R TR PR HH T PR R SRR 2 3R BRI 7

A SR B R 2.5 @0 IAEBUBAARUA 3.0 mL I, H SR A 7 V246 HE RN 0.07 pg/kg,
WE TR 0.28 pg/kg. FEAREYIR HRIFE R 250 mL, EEBEAR Y 3.0 mL K, H
FoR A CHR T %A BRI 4 0.8 ng/L, Wl T PR 3.2 ng/L

2 ASerEsI A

AARESI T T AISCAF s R ) AR FURTEE H I 51 bRdE, A0E H 80 R AE
TANRUE . FLR AR H I G| FArdE, HEGHA (BRI FESCER) &M T A8 I
SRR SO IR IR 1B BT, BoCRE T AR

HI/T20 A EPRAE R R G

HI298  fal ) % H AR

HI/T299 [EfAEEY) REFEHRETE BRI

HI/T300 [EfAREY) REERE T RN IERE
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IOt E R (K1 45 ) e ORH €3 ) B8 i, SR ANER IR S AN AL UL, B WL HREEAL Y — Aok
B, TORE TSN R R R T, HR T POGENE . ARYE IR T ENE, SR
e &

4 T FIRF R

BRAR A BT, M 8 8 AT & B SRR UE K etk 7], segs RO A S B L &4

1



4K
1 #h/ (HCD : p=1.18 g/mL, w€[36.0%, 38.0%], L4,
4R (HNO3) : p=1.42 g/mL, wE[65.0%, 68.0%], L4t
2 (CH;COOH) : p=1.05g/mL, g4t
4bEh (NaCD
AEH (KOH) : g4t
LB R (CsHNOLS) @ 4liJF =99%,
ZR% (CH;COONH.) : 144k,
WIS (KBHy) : L4k
IR (KaS:08) : g4l
10 TuKEERS (CuSO4-5H20)
1 ToKBRREN (NaxSO4) -«
R RTZE 400 CREIRE 4 h, AR, T B OB b 3 B 1F
12 HEE (CH;OH) : i,
13 “&H G (CHCL) : fajd,
14 ECHE (CeHip) : g4l
15 FHFRIEW: ¢ (HNOs) ~4 mol/L.
=H 178 mL AR (4.2) F/KMiBEZE 1L,
4.16  AHR-B IR T2 B
FREL 64 g TUKBTRERET (4.10) FAHIRIA (4.15) HE 1 L.
4.17  ERBRIEW
iR (4.1 MgiKZ 1:19 BIRER 5 .
4.18 WIEALHEIR: p(KBH4)=2 g/L.
FREL 5.0 g EAEALEH (4.5) , B T/AEKF, A 2.0 g AN (4.8) , BEMIFES,
FKFEREE 1 Lo I FIEURC .
4.19  BEPEL BRI : p(K2S208)=2 g/Lo
FREL 5.0 g EAELEH (4.5) , W T/AEKF, A 2.0 g IHRERE (4.9 , BIFES,
FKFEREE 1 Lo I FIEURC .
4.20 L-FPAMR- BRI R
FREX 1.0 g LB ER (4.6) F10.8 g LR (4.7) , FI/KIEMIFELZE 100 mL. I
BRC -
4.21 L-PRRREIR- O ER A R
FREL 1.2 g L-2E Bt R (4.6)H01 0.62 g R4 (4. 7% T /b &K, i\ 80 mL HEE(4.12),
FKERE 1L, SR (4.28) WS/, IHHIE .
4.22  HOFNBR RS -
FREL 50 g TLK SRRERS (4.10) , T 100 mL K, TR AR, 1
TH
4.23 FHIRERUER&W: p(CH3Hg')=1.00 mg/L.
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T ST DA FR A i 7] 0 T B PR SR AT UEARAE TR, T 48 VS IR HE VO T ZE R IR AF o B
AEVE V0T B J AL PR RIS, e B3 B SR TR I
4.24  ZIERFRUEN % p(CoHsHg ) =1.00 mg/L.

T SE DA R R 71 (0 T 4 R UEARAE TR, T4 VS PR HE VA WOIE B RORAF o B
AEVE T T 5 AU 2R TR T, N B B R IR
4.25 REFFHETIANE: p=100 ng/L.

I3 HFZEL 5.00 mL FF LSRRI 4 (4.23) 1 5.00 mL ZFERApUEN & (4.24) T
50 mL ZEH, M 100 uL #HE2 (4.1) F1250 uL 4FR (4.3) , FH/KEREL, HE.
WA T B SR DU 96 2 I W e 7 AR BB il R B 5 3 SR S T, 4 °C DU A 8T R AE
81 H-

4.26 REHEMHB: p=10.0 pg/L.

FEEX 5.00 mL VR A FRUEF AR (4.25) F 50 mL Z=I0H, M 100 uL ##E (4.1)
250 uL 218 (4.3) , RIKEBRBIRZ, WA, WAFT B IR DUG L5 55 A% (0 377
MR AYIRFRT, 4 CLURABARE 8 M H
4.27 FHERP: 150 pm~830 um (100 H~20 H) .

4.28 JEME: FLAE 0.45 um, BERRET4ENENE.
4.29 @A 2 =99.999%.

5 UEFRFIREF

5.1 FESIME: 250 mL A1 500 mL FAE FUGE RS ) F i % 58 SR SR . WIRE BRI 9
W ZIF e R 20548 .

5.2 RAHETE-JE T IO FRAH (A T2 SR A A B T e R A AL
5.3 (it HRPKA N S um, HK 15cm, PWAE 4.6 mm [ C18 SOk (it i s At 2%
.

4 RASCBAT .

A E VR DIFE =360 W

B0l B =3600X g.

SR SF: 125 mL. 500 mL, ELEDUGR 205 % .

B0 50 mL HE e 5 1R LM B0

HEREIM: 2.0 mL 7 5 DU R 2075 PA Ak B B ME e 25 B T«
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6.1 HmIEESHEE

Z 1 HI/T 20+ HI 298 [AH S E R SR AN ORAF [ AR R DA it o 9 il L T35 19 1) 200 mL
BRI (5.1 o, R TSI SR B Ao, s DR AF A3z B o
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B BB R G, RO WARE I 204, BT 4 CRLRAL, 14 d N 58 FE
dhfil g B URERAE, 30 d PN S8R i il 45 o

6.2 HMmETHI&
6.2.1 EREY

[ A R AR (0 ) 6 2 BRHLD/T 20 FRAR S $hAT
6.2.2 EREMRHR

I HY/T 299 HI/T 300 51 HI 557 BIAH ORI i 2 [ 44 2 Vit e i o B 500 mL
BT RS (5.0 o, InERR (4.1 BRALE pH<2, FINA 1 mL 1EFIERERHA M (4.22),
T 4 CULUFWIRIRAE, 2d NIRRT & RE Ak, W T 4 CUUR IR, 8d W
TR T o

6.3 IRFERIHIE
6.3.1 EZSERESEY

FREC 2.5 ¢ CRE#AZE] 0.01 g FEd (6.2.1) T 50 mL &.0% (5.8) H, HIA 20.0 mL fi§
FR-TRERASEDOR (4.16) f RE R AR, B TEAEBEEERA (5.5 FHH 10 min.
RS, BEOERANEON (5.6) , LIFEHE=3600Xg (5000 r/min) #.0» 10 min.
BRI RS A EOE (5.8) e RS ECE I 20.0 mL A ER-f ER 4
FRMGR (4.16) EEHE 1K, &JF 2 RBORIHR ST . TR A5 KIS BGRH 2 500 mL 737K
JF (5.7 B, gk 200 mL, FFEEEEL.

6.3.2 KRS EREY

FREL 2.5 ¢ ORERAE] 0.01 g FESL (6.2.1) BIA 20.0 mL ASFR-ARBR EH& R (4.16) , i
SIERE 500 mL 7R (5.7) 5, zK 200 mL, FAEL,
6.3.3 HMBRESEIKEY

FREX 2.5 ¢ CRE#AE] 0.01 @) FEfh (6.2.1) T 50 mL B08H (5.8) , S 20.0 mL filf
FR-TR IR A ER IR (4.16) s R E RIS, B THAEERM (5.5 FHEE 10 min.
PEHUG o  BR-ont I 51 2 OCRUFT R o] 4 2 ) — 2 (BN 500 mL 23 2 (5.7) o, ok
200 mL, FFIIA 20 mL IECHE (4.14) , #R¥E 10 min L b, SEEEPHEDZE, BHKHBE#
57— 500 mL 7 (5.7, fRAEL

6.3.4 [E{REMRE &

HHL 250 mL 33 B FESL E 500 mL AN IRSF (5.7) H, AEREEL.



6.3.5 Z=EY

] 6.3.1. 6.3.2. 6.3.3 8¢ 6.3.4 WAFEHF 73NN 10 g FALEN (4.4) , EMIFES, #
TN 30 mL & ke (4.13) FE, 4R#E 10min DL E, FBEEPHDE, WETZEEXRR
FHEEH T, HoBH 20 L —& Pk (4.13) EERE 2 K. SIFEBRTHERIS, 1
HETE M DN IE B TC/K BRI (4.11) 2 ERIPIRIAT K . K G REEBRE 2 125 mL
SR, AR A R (4.13) 2UMBREERIE — B R ws S, fRE
0.

e WERGERAE LG E, RN BT RPI B, GAEREN . B0 AR v s

DML, AT SR A R TR o

6.3.6 ZEHL

] 125 mL 700 ~F (5.7) Wi 3 mL REERUR (L-F AR - CIREE R (4200 )
PRPE Smin LA b, BERPIHESE, FEAVME, KHELIERE (4.28) &3EE, BT HFMR
(5.9) H1, 4 CLLFAIRERAT, 6 h WIER T 27 Rl HIER, AT 1 4 CLANATRIRAT
5d NFERAT T

6.4 ZTHRIXHFHIE
6.4.1 BEKEMZAHIRFEREF

MRy (4.27) AREFER, 1S B AR R VIR Al 25 (6.3) ARIR]ZD B % [l 4 Pk 1)
UG 2 H Ik

6.4.2 EfREMRHATAXFMNGE
M gery (4.27) REREG, IR SERRYIR R Rl % (6.2.2) « kel #% (6.3)
)25 B ] & AR PR A9 Eh RS 06 38 R

7 TR

1.1 UBESEEZH
7.1.1 RHEBIESEZEZY

WA R S5, DL L-EER- LR -F RS (4.21) AREIHE: HE:
1.0 mL/min; #Ei&: 30 C; #EFEARF: 100 uL.

7.1.2 RFRAESEFMH

FFIRA S, FAC U P E A BN R4, JFRSAMNEMEEE, BER: R
W (4.17) 5 WEF]: WSS (4.18) 5 AL BPEAERAI A (4.19) %
BN AT, TSGR E, RO, SEELAMELE 1.
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R1 BRTRASENERH

=N LT HL JR AR E HAME BRI = i
o773
(V) (mA) QD) (mL/min) (mL/min)
280~320 30~50 200 300~500 500~900 ESTEA

7.2 FRAEMZRBIEESL

BUER MRS hRAE R (4.26) , FRFERR (4200 FkE, FHIADT 5 AWE S
[PIARE 2R 51, H SR AN 2, 38 5K (1) Jo FE v B 433l 24 0.000 pg/L~0.500 pg/L+1.00 ng/L+2.00 pg/L+
5.00 ug/Ls 10.0 pg/L (WLAZHIRED o #ZBIESSH XM (7.0, BRIKRE B Rk ERK
UGHRES I, DLH ARG BT SR BE A bR, X BL I € i i T AR R AR AR, S b it it
2.

7.3 REERNE

B SFrAERI L R E ST (7.2) MFEIRFEENEIRFE (63.6) o HRFEP IR 2 3
R B F5E T H b v o 2 2 PR Y BB B, AT D e el D R B 4 e R B ) A4 AR B B S 2R
W (4.20) FRAREE S BT E

7.4 ZFAIKE

IR SIREERIE (7.3) MEIRZAANE S Ak (64) .

8 #RIHESERTF

8.1 TEMHSH

MRIEFE S T B AL S SRR ST B AL EYR OR B I (8] 5E T o 0 20, R bt
MR BE . RS HE M (7.0 T, HESRA IR bR g = WL 1.




HEE (mV)

RIS (min)
E1 BRERMZERFHERIZE (p=5.00 pg/Ld

8.2 HRItHE

[E G B SR R B SRIRAR (1) T
= PN XD E
m

s w—F P AR =4, pne/ke;
0y —— EFR I 28 B (1 3R R R 1 IR, pg/Ls
V— R AEBUR A, mL;
m—FEA R R GRE) , g
D — MRt 4
Vel A PRIt R o v R ROR B R I IR, IR A (2) 5
_ LV (2)
£
X p—FEa T RESRERZHSR IR, ng/L:
£, —— HARAE R 2T S5 B (1 1R A F R B SR MR IR B, pg/Ls
V,—— AR A, mL;
V,——H T 2R B0 EFL, Lo

8.3 HZERERT

NECRE AL B S A R — 2, I 25 R R 2 TR I 3 A T

©

MR E

©
o
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K

N FE SR AN 2R INFR A E A 2.40 ng/L. 12.0 ng/L A1 96.0 ng/L 14—
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W AR E R INE 6 I FER VSR8 2 A AR AR HE W 22 73 501 N 2.7%~14% 1.2%~7.2%
FT1.6%~6.6%; S5 % [A] AR AR E AW 22 7053l 8 12%- 9.0% 1 15%, B8 14 R 43728 0.5 ng/L+
1.2 ng/L A1 12 ng/L; FRILMERR 2504 0.9 ng/L. 2.7 ng/L F1 39 ng/L; 23K (15256 % Py AR X
FRUEDR 2253 3N 2.8%~17%-2.0%~10%H1 1.9%~8.0%; S5 % 7] A0 Xt b vHE I 22 40 1A 10%.
6.4%1 12%, FEE PR 7515 0.5 ng/L 1.7 ng/L A1 11 ng/L; FHIUEFR 2> 54 0.8 ng/L.2.3 ng/L
F130 ng/L

7 FELI6 = N LR A ZFE SR AR IR FE A 15.0 ng/L. 60.0 ng/L 1 180 ng/L {14 — 57K
SEER T AEACTS I DTS TR AN ORI VR IR RS S EE L E 6 Yk R RRR 1) S8 = A A AR
HEDR 2253 N 2.8%~11%+0.57%~ 13%A1 1.6%~ 10%; S56: = [8] AH KT AR A 25 73 518 9.4%.
9.4%71 8.8%. L HEIK 15250 % AR ARAE M 22 73 5N 2.2%~16% 2.4%~7.8%F1 1.2%~
11%;  SIEH6 = (A AR AR AE R 22 73 5308 17%- 7.8%F1 13%.

7 LG = SR AR IR A 0.600 pg/kg. 1.20 pg/kg A 9.60 pg/kg 148 — 2 FARE &
HEFME 6 K HRIR IS5 5 AR R tE W 22 70 18 2.3%~7.5%+ 2.0%~11%H 1.3%~
15%;  SIZB6: =3 1R AH F BRI 25 20 N 14% . 9.3% 11 7.5%; EE MR 5 51~ 0.07 pg/kg
0.19 pg/kg A1 1.5 pg/kgs FILPERR 73713974 0.16 pg/kg. 0.34 pg/kg 1 2.3 pg/kg.

7 F Y2 0 SR INFR & BN 1.20 pg/kg. 6.00 pg/kg A1 8.40 pg/kg (K48 —i5/KALHL
ARG WIS VR R B AR5 YR AR S LA E 6 UK. PR (1 SRR = N AH AR HE AR 22 43 Sl
1.4%~14%- 1.3%~10%H1 3.0%~7.0%; S35 = AR FRHEAR 22 70 38 1% 5.1%81 13%.

7 SRS SO VTR bR AERE S EE I e 6 IR ISR W S 06 a8 P A K A 78 i 22
1.1%~15%; S50 = (A AH AR dE AR 22 70 590N 2.3%; ERE MRS 5108 13 pgkg; HIPERR 751
%174 13 pglkg.

9.2 IFHE

7 RS B X F LSRN 2SR bRV FE N 2.40 ng/L. 12.0 ng/L A1 96.0 ng/L H14—i= H
W AR EEWE 6 K. H R AR BICE 5 1 80.4% ~122% . 73.0% ~ 91.7% Al
77.8%~115%, ZIERINBREINCE S B9 75.7%~97.9% 74.2%~88.0%AH1 73.3%~105%.

7 KL N ISR AN SR BRI FE A 15.0 ng/L 60.0 ng/L A1 180 ng/L K14t —i57K
AEIR] AT Ve WIS TR AN TG Ve 1R HIBURE i B E 6 WK FREER AR IRl % 43 i) R
76.0%~94.7%- 83.2%~109%#1 83.9%~107%, IR MAREICR 73514 60.9%~92.0%-
68.7%~83.3%#1 65.0%~88.9%.

7 RS = 0 ISR AR FE A 0.600 pg/kg. 1.20 pg/kg A 9.60 pglkg HI4E— 25 FARE N
FEEME 6 W FIERINFRECR BN 73.3%~112%. 75.0%~98.3%F1 82.1%~98.2%,
TR B SCR B 2B N 95.2%+26% 89.6% + 17%H1 91.4% + 14%.

7 K SEU N R IR & A 1.20 pg/kg. 6.00 ug/kg A1 8.40 pg/kg MG —T5 KA 3
A4 e AT T A B R TG TERE S B R IE 6 X FEESRINAR [ 253 510 73.3%~100%
73.7%~95.7%H 72.1%~105%, IR A1 3 f 248 73 ) 4 83.1% = 19% . 81.3% £ 15% Al
87.2%+22%.

7 5% S8 Z AT 1 PUAR P b R B L E 6 ke FE R SR A R R ZE 1Y B 43 ) ol



0.40%~4.9%, FHXHRZERLETHN: 2.4%+3.4%.

10 REFRIEFFESILH)

10.1 TR

B 20 MFEA BRI R (0T 20 MRERD BT AR ESH, 2 H PR ESR 4 5
IR I EE MR T I ER R

10.2 #trfEfZk

PRAE T ZEAH OC R AN =0.995. B 20 DB RFERL (T 20 4> Z=AGE 14k
RSB A, FLE S5 2R 5% R BE AN TR ZE MAE £ 15% LA o 750, %0 B33 22 ST A A iy
2.

10.3 HEMRE

10.3.1 £ 20 DEEHLUAES (DT 20 ) BANIGE 1 ASPATRE, SFATREN & 45 B0 H %t
i 22 R AE£30% A

10.3.2 4 20 DNERAHLUAES (DT 20 ) BAWGE 1 ANSEAIIARFE S EE IEARHED T,
] A% T 40 0 T b [ VAL 23 7 42 i 7E. 70%~ 120% 2. (8], 3= H VAR N (B WAL 256 7 42 i 7F. 65% ~
120%:2 8] o A7 UEFR W) 50 0 5 4B L LE L4 HH AN 5 Y FEL A



Mt & A
(HSEMEMR)
77540 H R #05 E T BR

ROAL G T RN CHIR I 7R B BRI E R IR

RA1 FEEE RN E TR

FEMETY | (B SCATR EWHEC A TR CAS No. Ji g R M TR
CIE S Methyl mercury 22967-92-6 0.08 ng/L 0.32 ng/L
=R
LHETR Ethyl mercury 16056-37-4 0.08 ng/L 0.32 ng/L
[ 47 J2 0
5 GIE ¥ Methyl mercury 22967-92-6 0.7 ug/kg 2.8 ng/kg
LT
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	中华人民共和国生态环境标准
	HJ □□□□—202□
	固体废物  甲基汞和乙基汞的测定  液相色谱-原子荧光法
	前    言
	固体废物  甲基汞和乙基汞的测定  液相色谱-原子荧光法
	1 适用范围
	2 规范性引用文件
	3 方法原理
	4 试剂和材料
	4.1　盐酸（HCl）：ρ=1.18 g/mL，w∈[36.0%, 38.0%]，优级纯。
	4.2　硝酸（HNO3）：ρ=1.42 g/mL，w∈[65.0%, 68.0%]，优级纯。
	4.3　乙酸（CH3COOH）：ρ=1.05 g/mL，优级纯。
	4.4　氯化钠（NaCl）。
	4.5　氢氧化钾（KOH）：优级纯。
	4.6　L-半胱氨酸（C3H7NO2S）：纯度≥99%。
	4.7　乙酸铵（CH3COONH4）：优级纯。
	4.8　硼氢化钾（KBH4）：优级纯。
	4.9　过硫酸钾（K2S2O8）：优级纯。
	4.10　五水合硫酸铜（CuSO4·5H2O）。
	4.11　无水硫酸钠（Na2SO4）。
	使用前在400 ℃下灼烧4 h，冷却后，于磨口玻璃瓶中密封保存。
	4.12　甲醇（CH3OH）：色谱纯。
	4.13　二氯甲烷（CH2Cl2）：色谱纯。
	4.14　正己烷（C6H14）：优级纯。
	4.15　硝酸溶液：c(HNO3)≈4 mol/L。
	量取178 mL硝酸（4.2）用水稀释至1 L。
	4.16　硝酸-硫酸铜提取液。
	称取64 g五水合硫酸铜（4.10）用硝酸溶液（4.15）溶解至1 L。
	4.17　盐酸溶液。
	盐酸（4.1）和纯水按1:19体积比混合。
	4.18　硼氢化钾溶液：((KBH4)=2 g/L。
	称取5.0 g氢氧化钾（4.5），溶于少量水中，加入2.0 g硼氢化钾（4.8），溶解并混匀，用水
	4.19　碱性过硫酸钾溶液：((K2S2O8)=2 g/L。
	称取5.0 g氢氧化钾（4.5），溶于少量水中，加入2.0 g过硫酸钾（4.9），溶解并混匀，用水
	4.20　L-半胱氨酸-乙酸铵溶液。
	称取1.0 g L-半胱氨酸（4.6）和0.8 g乙酸铵（4.7），用水溶解并定容至100 mL
	4.21　L-半胱氨酸-乙酸铵-甲醇混合溶液。
	称取1.2 g L-半胱氨酸（4.6）和0.62 g乙酸铵（4.7）溶于少量水中，加入80 mL
	4.22　饱和硫酸铜溶液。
	称取50 g五水合硫酸铜（4.10），溶于100 mL水中，于聚乙烯瓶中保存，使用时取上清液。
	4.23　甲基汞标准贮备液：((CH3Hg＋)=1.00 mg/L。
	购买以甲醇为溶剂的市售甲基汞有证标准溶液，贮备液参照标准溶液
	4.24　乙基汞标准贮备液：((C2H5Hg＋)=1.00 mg/L。
	购买以甲醇为溶剂的市售乙基汞有证标准溶液，贮备液参照标准溶液证书
	4.25　混合标准中间液：( =100 µg/L。
	分别移取5.00 mL甲基汞标准贮备液（4.23）和5.00 mL乙基汞标准贮备液（4.24
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