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4.1 ®5

4.1.1 B8 (HNO3) -
4.12 /K (NH;3 » HO) &
413 54 (NaOH) : 43#r4idi.

4.1.4 TL/KBKERE (NaxCO3) o
4.2 W FIEH

4.2.1 BRI (0.1 mol/L NaOH £l 0.056 mol/L Na,CO3) : FREX 4.0 £0.05 g NaOH (4.1.3)
A1 6.0£0.05g NaxCO; (4.1.4) VERIFERZE 1L, BIERALE 20-25 °C N EHRE TR LIE M
Hr, R pH A 2EE] 115 L, HR30 1 4~ A,

4.2.2 BEPEFREL (0.2 mol/L NaOH A1 0.112 mol/L Na,CO;3) : FRHX 8.0 £0.05 g NaOH (4.1.3)
A1 12.0£0.05g Na,CO; (4.1.4) BRI ERE 1 L, BIFWRAE 20-25 °C N ZBHMEE T R I
AR pH A F] 115 DLE, H8dH 14~ H.

4.2.3 TRV (Smol/L) : HU 357 mL AR (4.1.1) H/KEZRZE 1000 mL, JBEIFFH .
£ 20-25 °C NBEORAE, WA S 20 0 55 BT .

424 THIRIEW (149) = B 10 mL PR (4.1.1) 5 90 mL /KiRA, #E4.

4.2.5 @KEW (1+9) L 10 mL 27K (4.1.2) 590 mL /KiB&, #41.

4.2.6 THER%ZHR (0.05 mmol/L) : — & E/KHIIA3.4 mLAHER (4.1.1) F13.7 mLZK (4.1.2),

RUKERZEIL, #85: HMHERIER(4.2.4) 80K IEH(4.2.5) 0 T pHLET.0-7 276 N
4.3 ¥

% ERHY: Lead chromate, CAS 5 :7758-97-6, 4r 1\ PbCrOs, 43 F & 323.18, 4lifF=
99%.
4.4 FRER R H
4.4.1 CrO2 Al 25V : HERAFREN 0.0279 g 84 FREAREYI T, T 100 mL KefrH, AMA 50 mL
BRI (4.2.2) B TARIRME WK T, 76 90°C-95 ‘C IR & N AN a] Wit £E 30 min,
PHEAHZFREEEE 100 mL FEH, H/KMPEENIFEERARRY, HKER
B E . BT CrO2 KR E N 100 mg/L. BAE FH 7S48 bn 78 O AT L 1) -

4.4.2 CrOs>bnifE TAER -



L 1.0 mLCrO2Frifefi & (4.4.1) HBEBREZIETR (4.2.6) A ZE 10 mL, #H1SFriEH

[V, WP 10 mg/Le.

SR EL 0.05, 0.1, 0.2, 0.5, 1.0, 2.0, 5.0 mL Fr#EEE T 100 mL BEIE, F
PRECIEI (4.2.6) TEHRIFRE], W/KABMILIER (0.45 um) , FFF EHLIE . ZARAE TAEMR
CrO2 R FE 5 58 5 ug/L, 10 pg/L, 20 ug/L, 50 ug/L, 100 pug/L, 200 pg/L, 500 pg/L.

AR HE TAF R PLE .

5 {(UZB{FMgE
VE: BOHS SRR HURI T DUR BRI (144D B 2 h, MR, U B T T
5.1 TR RO 03 - F R & 45 B8 TR B ECHI A (HPLC-ICP/MS) .
52 R BE 0.1 mgh0.01 go
5.3 AfE Y, ThE 2000 We
5.4 WL ABEREEIR K e BEE90 "C-95 ClHIR.
5.5 pHit: #5EH0.01,

5.6 FEMMREEE .
6 AHEHIFS5RE

RITAES 8 5, N RENL PR, ARSI AR (425 um) , G TG R A
e, BT TSR, &R

7 SHIR

7.1 HmER

HERRRBUR R ST BE R 1 g CREBIE 0.01 @) T 100 mL 338, e E T f i b
AR R IR IR E T M. A HE =S IAN 50 mL BRI 4.2.1), BT rEHEEE
TK# A, £E 90 °C-95 “Cil B T A E Wit H: 30 min, BHEAMNEEIR, E&ZE 100 mL
e, MHFE 1.0 mL A REBRAA TR (4.2.6) EARZE 50 mL (R IES2PRiR B E LHRR),
KR FUALIEEE (0.45 um) , £ EHLIE . 27— #AE A EE ik .

7.2 FSEZN



7.2.1 WAHEE S %A

i AE: G3268-80001 fAifAE, (FEK30 mm, M4%£4.6 mm), BUEEHAE.

WshAH: 0.05 mmol/LIIHIREIEIR (4.2.6) .

ety A e .

JiE: 0.6 mL/mins

HEFEE: 50 uL.
7.2.2 HUBFE G B TR IS S 2% 5% AT

R b S R T RE NS I 2608 1600 W 30N s 248/ s #0310 L/min;
FALA: MR E A AR NS (He) , WUEN 3.5 mL/min; A5 &= 44 m/z=52 (Cr) .

7.3 EENE

7.3.1 FnitE 2 i il 1

W EbR ik R B (4.4.2) 50 pL vE VR 3-SR & 55 155 7 IS, IS5 %
it (7.2) BHATIE, RN SR, DR EETE. DR RSIE R Bt a9
MR AR AR, LS B UM, ZhilbriE 2.
7.3.2 AREE I E

EMFAGE T, B AER. SRR (7.1 50 pl 7 B (- R & 45 58 7
FRS I HAGHEAT I E , RBFERAIEE (SR A, DR E M. AR3E bRk th 245
FIRF M LA A, SPAT I IREOAS D T

8 SDthERFTR

8. 1 A PIEERIR (Cr0,) MIEERR (1) HE:

(Cy —CgxVxioo0
=" f
mx1000x1000

e

X — ke CrO2 & &, BACAZ T (mgkg)
Cr— AT CrOZ# IR, AN BT (pg/l)
Co——MZ AT CrOo2HRIE, BAARECRTT (pg/l)
V — B BUE AR, AN =T (mL)

J—— AT 15 4L



1000——# 5 2%

m—FER R E, AT (g) .
8. 2 I HEPIERRIE S 2T E

M CrO&& & & Pb &8 =0.5597 i, FENIAS Y Pb & £ LIS 240 1.560, RITSELER
5 (LLPbCrOs i) MIE & 4 CrO2 & &/Pb &= <<0.5597 iF, RERIITE ) CrOs> & &I LA
oo R %0 2.787, HIASESIRESY (DL PbCrOs11) HI& &,

T g5 BAR B = A0 BT .
9 WMFENBEE, REE. EHE
9.1 BBEE

1E 5 8 2R SRAG I YR S 52 45 TR 1 4 5% A AL EAR I 10%.
9.2 REE

HIAEEN 1.0 g, RN 100 mL J5HRE 50 502 1S, PbCrO4 & HFR 4 10 mg/kg,
7€ PR 30 mg/kg.
9.3 HEME

ATTE: CrOZ IR FEAE 30~300 mg/kg JGHI, HIREN 87.1%~105.9%.

BIE BTaEE (1ck)

10 JRI8

KRR R, A CroO > 2B SRBGRIEI, FEBMEZAF T (pH=9.0+0.5) ,
KA A i At 70 B, B 7 (- s A S, ARt &

11 57 R4t

BRARS AU, ARTERT AR R AE, K9 GBIT 6682 FLE K — 2K .

1.1 3RXF

11.1.1 KGR (HaSO4)

11.1.2 M (HNO3) -

11.1.3 BIREHN (NaHCO3) .
11.1.4 S8 (NaOH) 43#r4li,
11.1.5 oK BIRAN (NaxCO3) »

1. 2 A FIEC Y



11.2.1 BRI : Aokl 4.2.1.
11.2.2 WA (5mol/L) : FiHkIfE 4.2.3,

11.2.3 WBEIAE S (40 mmol/LARFREMAI10 mmol/LERIEE EANIE SVETD « 7 WIFRE4.25 g
ToKBRERSN (11.1.5) F10.84 gBRFREAN (11.1.3) , FI/KEWMIFTEAEZRIL, BAMHH.
11.2.4 T BRAE W (4 mmol/LARERHN AN 1 mmol/LARER AR A VATD « K5 ik it &
(11.2.3) FHZKMiRE106%, TR, Z/KAMILIER (0.45 pm) FHIES A .

11.2.5 FAWR: 2 mLEGER (11.1.1) HAKESERIL, #85), ZKAZMALIER (0.45 pm)
S .

11.3 trfEm
[6] 4.3,

1. 4 KRR RAVECH
11.4.1 88BRAR (CrOs>) PruEfit & : HollE 4.4.1,

11.4.2 CrO4> bt TAEWR :

B FE Y 100 mg/L Y CrO2FriEfif 45 (4.4.1) 10 mL FH/KEAZE 100 mL, #5FruE
HEYR, WREEDN 10 mg/Lo
ARIRE 0.2, 0.5, 1.0, 5.0, 10.0, 20.0 mL FrAEF AT 100 mL A&+, HAKE

BIFREY, KR ALUENE, £ EAHLIE o« PR HE TAEVEMR CrO2 I 330 4 0.02 pg/mL,
0.05 ug/mL, 0.10 pg/mL, 0.50 ug/mL, 1.00 pg/mL, 2.00 pg/mL. iZ%Ab5#E TAE R BLAC .

12 {UEEME &

121 EFEENG RS, MRt RS MRAEERARS, K4 IHZC.
12.2 43t R & &E0.1 mghl0.01 g.

12.3 PR, ThE592000 W

12.4 /3 HFHEIR KW BEFE9O °C-95 °CIHIf -

12.5 pHit K% 250.01

12.6 FEMRESEE .

13 AERESHE

IEJ60



14 LR

14.1 ¥ mIEE

HERRRRBUR RE R ST RO 2 BE D 1 g CRERA ) 0.01 @) T 100 mL 3, K E T b
DL K INZ P e 2 o H . W A2 =R 5 N 50 mL Bt $E B (4.2.1), & TEIEE 1+
IKIBHH, 1E 90 °C-95 CHE FAIBi £ 30 min, BUHJEAHERE, B2 100 mL
Bertt, FHAMBRIA WL (4.2.3) ¥ pH & 9.0+0.5 J5 2 500 mL A&+, FHKERIFR.
IR R ALIENE (0.45 pm) , £ EHLINGE o« $2 R —#AE 77 VE0E 2 FHREG

14.2 BFEIEEH

k. Metrosep A Supp 5-150B0HH 24 i B 25 - (0 i k%
R 2g: SR EE.

Fh2s: MSM | AL 2240 4% .

i 30 °C.

JiiE: 0.7 mL/min.

HEFEE: 20 ul.
14.3 EE2MNE

14.3.1 R AHIE

W HUbRAE R AR (11.4.2) 20 pL VENES OGS, AR SHFM4 (14.2) #HATI0E,
BRI R, DAORBEIIS )@ . DAARHE R BV B ARG SRR B A bs, BLES
TG VTR A AR, 2 il A i il 2
14.3.2 #mlE

FEAHFE AT 20 IR EVE . SRR (14.1) 20 uL, XS HE %A (14.2)
BEATIE, 73 BB SR (SR B) , LAARBE TR e e . AR A vt ih 2875 21 Al
AT IIREE, SPATIIE B D TP

15 SERITHE

15. 1 iXFEPEEERIR (Cr0,) RIS ERR (2) HE:

(C, —Cy}xWxin00
g M kot
100D e 2)



A

X — ke Cro2 & &, BACAZ R T (mgkg)

Cr— R CrO 2 IR, AN REZTT (ug/ml)
Co —— i 2 IR CrO2 IR, HAAROCREZTT (ug/mL) 5
V — B BUE AR, AN =T (mL)

1000——3 55 REL;

m—FER R, AN (2) .
15. 2 AP EIRIA S ENITE:

] 8.2,

TR =00 T .
16 FERNBEERE. REE. EHE
16.1 ¥EE

TE 8 2 F T IR1F I W0 ST 5 45 SR ) 4 xef 22 (AR B I AP AT 10%.
162 REE

LFREEREN 1.0 g, B BN 500 mL B, PbCrOs K H RN 10 mg/kg, & &R 30 mg/kg.
16.3 JEWE

K I7VE CrO& R IMIK ELE 30~300 mg/kg JEFEIA, [HIYRZE N 85.17~107.59%.

FoR BB TR
17 JRE8

BRI K 3 R R EURAE R VE 26 1 R 2808 0 it e, 53% T O, At
o HROFEREGOTE, 0B REIE.
18 WA F+Ht

BRAESA UL, ATNERT A T, KO GB/T 6682 HUE 1 =2K .
18.1 IR
18.1.1 HEALHI(NaOH).
18.1.2 To/KBERRA 8 (Na;HPO4)

18.1.3 TC/KEEIR — &4 (KH.POs) »



18.1.4 &% T (C7H7;CINNaOsS * 3H0) .
18.1.5 P94 BR(C4HeOs)o

18.1.6 Tk (CaoHi1404) o

18.1.7 1-ZKFE-3-F JE-5-ME Mkl - (C1oHioN2O) o
18.1.8 ¥KZ R (CH;COOH) .

18.1.9 Jo/KLEE (CH;CHOH) .

18.1.10 MERBE (CsHsND o

18.1.11 WM (C14H14N3SO3Na)
18.2 X 7 EL &

18.2.1 NaOH ¥ (0.1 mol/L) : {HAIFKEL 1.0 g NaOH(18.1.1) , FI/KEHRZE 250 mL, #£7%]

18.2.3 BEER TR ZZ v VAT (pH=7.0) : HEHAFREN 42.6 ¢ /K BEER A 4 (18.1.2) A1 13.6 g /K
BERR U H(18.1.3) , MIZKVEE, EARZE 1L, FEAIFEH.

18.2.4 S & TV (10 g/ L) « WEMIFKEL 1.0 g &M T(8.1.4), /KEARZE 100mL, #25
R A, BRAHILRAD .

18.2.5 ByPEFE /R W: YEERRAREL 1.0 g FTK(18.1.6)F 60 mL Fo/K Z.H¥(18.1.9)F, fnsK 40mL,
BRI

18.2.6 ML IE-MHE R ER 57 (5 g/L) « HERRREL 1.0 g 1-2K3E-3- B LS mp b ] (18.1.7), % T
200 mL Jo/K Z. /% (18.1.9) HF, i1 1.2 mL AiERE (18.1.10) , JRAIFEA, BRI BLRC .

18.2.7 ZIR¥EW (0.1 mol/ L) : HERAWLHL 1.15 mL ¥K /R (18.1.8) , F/KEAZE 200 mL, ##
SRR

18.2.8 SRS HE 7”77 (0.5 g/ L) : ERIFREL 50 mg FIERE (18.1.11) , & F /KA, e & % 100 mL,

A
18. 3 tr/E R

%% Prussion Blue, CAS 5:14038-43-8, 4> T3 Fes[Fe(CN)els,» 7> T i 859.23, 4fif¥

=99%.



18. 4 S LLIARECH

HERAFREL 0.0150 g Bk E AR HEYI T 250 mL i RBeAR,  WER DN 100 mL NaOH ¥
(18.2.1), T=if FZ% 30 min J&, B 10.0 mL &A% 100 mL, R 1.0 mL T 500 mL
MR, MUK RS ELN 150 mL, IO 1~2 i FEREFE <55 (18.2.8) , AN 2
g AR (18.1.5) , A HH EAABL G, MEERGFAMEE, FHABE T imiEA
A 10 mL NaOH ¥ (18.2.2) 1) 100 mL &N, WA ZE 1M, 1R 717 iR B 0 25 13 i
FEHITE 2 mL/min~3mL/min, 4L 100 mL B, E1Rn#, BURAFE#, FAKER

BRI, . MARAEE I P RN 0.15 mg/L.
19 UM HE

19.1 7060t P 1 em He i,

19.2 43t RKF: & 0.01 mg 1 0.01 g.

19.3 500 mL Z&TR%E & : BCABER IR S B .
19.4 R 4.

19.5 B0 M.

20 RSB

20. 1 itk

LB AR LR 22 0 B 0 25 E AR i 10 g CRE 22 0.01 @), #EHf I\ 100 mL NaOH &
(18.2.1) T 250 mL mdketrrh, T %R T%% 30 min 5, HIWFIEEZMH, JERT 3000
t/min .0 5 min, AEFIFSE R S0 mL T 500 mL 2B, DK SRR EZ N 150
mL, O 1~2 i IR FR /R 7 (18.2.8) , IO 2 g AR (18.1.5) , IHWM G AN
PELL e, IR 28 TR B, e B T il A SH 10 mL NaOH ¥ (18.2.2) ] 100 mL
R, SCEEAR IR, VAT IR K 2R B 5 I AE 2 mL/min~3 mL/min, 4 2R 100
mL B, iR, BURNAER, F/KERZRZIE, B4, . FNEE Ak, =aE

WA IR (18.2.1) FNEAEE (18.1.5) 4k, ¥i% (20.1) #AF.
20.2 SME

RIS LA (18.4) « FEM (20.1) « FHIBW (20.1) MK (XHE SR IERD



% 5.0mL BT 25mL LbaEd, A 1 MBS~ (18.2.5) , HARER (18.2.7) 2%
B E LM, 4.0 mL BEEESETIAW (18.2.3) A1 0.3 mL 5% T AW (182.4) , #4), #
& 3 min, 510 5.0 mL BEERE-RHEREIKER VAV (18.2.6) , 41, #E 20 min, MIKEZIE, &4,

P ETET 620 nm &b, H 1 em BUOUL, I5E OB EEAEL
21 EMFIE

IR A RSSO E = 2 R RO R, RIBRE AR, 2, BRERK
.

22 FENEER

MIRFER N 10.0 g, ZEMBRBEE RN S0 mL, ©2&ARFA 100 mL B, B @ &R
N 3 mg/kg.
23 ERZGEEHE

AT I 58 S RS TR AR, FIE SR R S B R . MR FRATRL A
TR MR E A R, BRI N, RE e AT R Gt Zem PR SRR G LA TR
S ERoR, W45 8.2 MM & &, WMRRRThERGENE &,






M & A

HPLC-CP/MS 3[4 & it

A1 FRERREIERE (HPLC-ICP/MS %) A A. 1.

B CrO 42'
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Mf % B

BT RIEENEBIEE

B.1 tnERREBIEE (BF&ILE) IEB. 1.

5 .
'
215 2
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160
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