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5.1 K5

5.1.1 f§ER (HNO;) .

5.1.2 @/K(NH, « H,0),

5.1.3 S A fL# (NaOH) : s b4k,
5.1.4  Jo/KEKER 44 (Na, CO;)

5.2 R FIEL H

5.2.1 BEMEFEBOK (0.1 mol/L NaOH F1 0.056 mol/L Na,CO,) : FRE(4.04+0.05)g NaOH (5.1.3) I
(5.040.05)g Na, CO; (5. 1O MIFEAZE 1 LWL 20 CT~25 CTEHRAETR M
if pH RAE] 115 DL E A 14 A .

5.2.2 B HE B (0.2 mol/L NaOH #1 0.112 mol/L Na,CO;) : FRH(8.04+0.05)g NaOH (5.1.3) Fll
(12.04£0.05)g Na,CO, (5. 1.OEMIHFERE 1 LFIHEIRTE 20 °C~25 C I HEMEGET R B Al
FHIE pH IEF] 115 DL EAR 1A .

5.2.3 fHERVE (5 mol/L) B 357 mL iR (5.1. D) /K EZRE 1 000 mL B, EWAE 20 C~
25 CTEEGORAE QNI R A 0 €8 5 EE T I 1

5.2.4 FHERVER (14+9) B 10 mL fifliz (5.1. 15 90 mL /KIEA #8451,

5.2.5 /KWW (1+9) 8 10 mL &K (5.1.2) 5 90 mL /KB4 324,

5.2.6  ASHR ¥V (0.05 mmol/L) . — g KA 3.4 mL g (5.1.1) F 3.7 mL & /K (5.1.2), H/K
FEARR D LRSS BRI W (5.2.0) 8L Z/KIE W (5.2.5 77 pH 7E 7.0~7.2 JEHE N .

5.3 IRER
REREY . Lead chromate, CAS = .7758-97-6, 43 F =, PbCrO, , #H X4+ F Fi & 323.18, 4l >99%,
5.4 FREBREIESF

5.4.1 CrO,* PRyERE A HERI PRI 0.027 9 g B IR ETARHEY T, T 100 mL LA, T A 50 mL fif
PEOI (5.2.2) B TR BE S B FE A b 72 90 °C ~95 CIRE T A Wi+ 30 min, B /58 1 2%
TG R 2 100 mL 258 rh . AIK th gk Rt IR 5 8% A8 i rh HIAKCE R R 218 . WP CrO /1
B e O 100 mg/ L. B IS O 8% o v W e AT S A

5.4.2 CrO,” #p#ETER .

B0 mLCrO bR fEff 25 (5.4. 1) F SRR Be i W (5.2.6) /8 25 2 10 mL ., il 75 b5 o o (8] W . 5T 42 vk
Bk 10 mg/L,

A g EC 0.05 mL.0.1 mL.0.2 mL.0.5 mL.1.0 mL.2.0 mL.5.0 mL #p#EEE T 100 mL &
LT P R e Y W (5.2.6) 7 A I TR 50 1 K R AL BB R (0,45 pmo) s R B AL 2 . % bR ME TAF W
CrO.* BB EE 7390 5 pg/1.10 pg/1.20 p1g/1..50 p2g/1.100 prg/1,200 pg/1..500 pg/L. iZ%bp i
A VB BB

6 {X=|/MIXE

SE . DR B I AR T LURS R VA (1 + O FR 0 2 b K R S bk L B 25 B T K b v T
6.1 R AR 0 - H R S A5 B IR IS I R A (HPLC-ICP/MS)
6.2 4rAr KFJ&E A 0.1 mg 1 0.01 g,
6.3 Al B, TIE Y 2 000 W,
2
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6.4 WG S P PRI KIS EAE 90 °C~95 ClEHE.
6.5 pH it KEEH 0.01,
6.6 FEMMIEIE.

7 ABEHESRE

FRWRE 2805 O BE AL AR R 4 A ity 4 350 2o s o IO 05 (425 pern) o 8 T v 2 408 P 2 T B
TR E R

8 SWMETR

8.1 #HmiREX

HER AR O BRI ST B 28 M RE gl 1 g OB 3 0.01 @) F 100 mL Hf b o5 HE 3 8 T b | DU R )
RyPeRTT A M. R RERG A 50 mL GPE 5 BOK (5.2, 1), 8 T 1% ) 58 F1 1H IR K 7 85 b 78
90 "C~95 CIEE N A BB 30 min, U S AR H L E R R 100 mL FRH . AHEC 1.0 mL
JHVAH R B 1 W (5.2.6) 52 25 2 50 mL CRUAR IS 52 P o 2 15 2 4 ) ad 7K R AL BB €0. 45 perm) o 155 B AL
RE o R BRI AR A

8.2 MHFESEEH

8.2.1 WAHEIESH M.

a) At . G3268-80001 A, (FEK 30 mm, & 4.6 mm) , B R

b)  WENAH:0.05 mmol/L A% IR 2 W (5.2.6) ;

o VRIS A EEVE 5

d) FEE.0.6 mL/min;

e) MFHERE .50 pl,
8.2.2 FMEHNG B TIRIIEINSH &M

B Al A S A s RE A S D)0 1 600 W3 23R i 4l s U 1.0 L/ min; 51k 48 -
Wei 25 Ak 45 s il 48 S i < (He) S i o 3.5 mL/min; K U it &840 m /2 =52(Cr)

8.3 EEMZE
8.3.1 HRifE i LB HIME

M IO v AR B 9 (5.4.2) 50 pL T AR (3% v JBR 2 B 1 O AN SR IR 2 R AR (8. ) AT
I 5E 45 B D B % 18] UGR B8 I )2 1 . DIARME R 9 7 b E AR Al & 9 09 o o 9 2 D B Ak L DAL (B
i e 1 B G AR 2 Al s v it 2K

8.3.2 HKHEARBHNE

TEAATE 20 E R I SS VA TR G RR IR T (8.1) 50 Ll T A TR AH €8 135 v JBORE & 45 15 1 o 33 BB AR A 30k
AT SE A5 20 A R €0 3% 1] (2 LRRF 51 AD S LB BA B 8] G 1 o R B0 B ol 2 15 380 15 D00 9 b 2 0 19 L O
A7 5E BN D F IR,

9 HRItE

9.1 WEEPHBER (CrO2 D i (D iaE .
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X_(plfpo)XVXI OOO>< (1)
~ m X1 000x1 000 f

K

X — i\l M GO WE BN Z R T 50 (mg/kg)

o FEREICR CrO B BRI L BN N B B T (g /L) 5
po  — UM AT CrO MR BE L SR I B T (g /L) 5
Vo R OE AR A Z T (mD)

m —FE R TR BN T ()

VN S T A

1000 — R
9.2 FEH IR S =T

M CrO,* Fit/Pb & H2>0.559 7 if AR AT 1) Pb & & e LA 58 R 40 1,560, BIF3B5 IR AT (LA Pb-
CrO, M &2 CrO,> &8 /Pb 5 8<C0.559 7 I X REM AR CrO, > Friafe LI £ %12.787. |
RER RS (DL PbCrO, HHO & &,

TS5 R = T .

100 WMFENBEZE RYE EHE

10.1 HBEE
TE T S SRR T ARAT 19 P9 U 3 0 45 R 26 0 22 (AN 1 AR 2 (H Y 106 .
10.2 REE

MFRFERC 1.0 g, A RBUR 100 mL J5 #6850 £ %€ B, PbCrO, 5 R4 10 mg/kg, & #E B
30 mg/kg.,

10.3 HEWE
ATJi ik CrO* I EAE 30 mg/kg~300 mg/ke B[ A, YA 87.1%0~105.9% .

FE BTFBIEXJICEH

1 JRiE

ARMAE S 2208 Ia - iy CrO, T Sl vk 48 BUR R B ZE 8P 45 0 T (pH=9.040.5) . R BT 1
SBT3 B B 1 - vl SR I AR I R L AR E

12 X FndA

BRAE 53 A UL Ay v e R 2 A s, Ko GB/T 6682 HUE B9 — K .
12.1 iR 7

12.1.1  ¥ERR (H. SO .
12.1.2  fifff& (HNO;)
4
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12.1.3  BRERE 4 (NaHCO,),
12.1.4  FEAL(NaOH) . 43 #r 4k,
12.1.5  JC/KBKFR 1 (Na, CO,) ,

12.2 7 EL )

12.2.1  BRPESRBOR B 5.2.1,

12.2.2  FYERYA W (5 mol/L) Bt il [F 5.2.3,

12.2.3  WRPEBAE & (40 mmol /L fFREHF1 10 mmol/L Bk R &8N TR A % 180D < 43 AR IR 4.25 g oKk
BR AN (12.1.5)F0 0.84 g BRR AN (12.1.3)  AIKIEMITERZE 1 LB R .

12.2.4  WRUEW S W (4 mmol/L BRFR AN A 1 mmol/L Bk R 2L AR & W B0 - F5 Ik Ve A% 45 W (12.2.3)
FHKHRE 10 5 R S) . Gk RAGALUERE (0,45 pem) 4l 38 5 6 .

12.2.5  FRAEW W 2 mL AR (12.1. D HKERE 1 L35, ZK R AL (0.45 pm) 18 J5
i

12.3 #REM
6 5.3,
12.4 FRERBHEH

12.4.1  BRIRAR(CrO,* ) bRERE 25 W Bl 9] 5.4.1,
12.4.2  CrO,” bR T -

W W BE 9 100 mg/L 19 CrO,> bR i 461 (5.4.1)10 mL /K 25 % 100 mL . il 15 47 i ]
W BT RV O 10 mg/ L,

A3 19 HL 0.2 mL,0.5 mL.1.0 mL.5.0 mL,10.0 mL.20.0 mL #5¥%EH I T 100 mL 2585+ .
IKSE AT bk R AL 5 LI . AR AR IR CrOL > (0 Bk W BE 43 51 90,02 pg/mlL
0.05 prg/mL, 0.10 pg/mL.0.50 prg/mL.1.00 prg/mL.2.00 prg/mL., P%H5 M T AF 8 BLH BLRL .

13 {USFEMigHF

13,1 B g% B R g IR ER M BE R G . AR T E B M R G, RS WK SR B,
13.2 K& E 0.1 mg A1 0.01 g,

13.3 Al ECH B A . ZhE 0y 2 000 W,

13.4  #EJ34i FEAE IR K B - BEAE 90 "C~95 ‘CHHIf .

13.5 pH it KR 0.01,

13.6 ek IEEEE

14 RAEHESRE

[R5 7 &%

15 HHTE

15,1 HmEREW

HERR AR IBORY B 2 2 I 2 i ARl 1 g CRS B 2 0.01 @) F 100 mL HE3R rh DRSS B Tl 1 Ui R 2
5
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BHIHE T . W H R R IEINA 50 mL BRPE S IGR (5.2, 1) B T R R ) B P K R L e
90 °C~95 “C IS T A ] I 5 FE 30 min, L JE % 40 % 5 0L A B 100 mL BEAR b, P AN R T
Wi (5.2.3) 30 pH % 9.0+ 0.5 J5 ¥ B % 500 mlL 75K i, K G 2506 AT, 3 K 2R AL U
(0.45 pm) B¢ ML GE . ¢ — 3R AR I B 128 it

15.2 BFaiLEst

[ R R T S L 1

a) A% A : Metrosep A Supp 5-150 (A 4 19 B B 7~ (4 1% 41 5
b) KGN - TR N

o) P : MSM T Ak 27 10 il 4% 5

& 30 Cs

e) WiH:0.7 mL/min;

D AR .20 pl,

15.3 EENE
15.3.1 &Rk # 2k 59 I E

W bR E AR A (12.4.2) 20 pl 3B T @35 0, #4025 2% 8 (15.2) g A7 I %2 45 2 A1 17 fY
@I LLOR B I R E . DUPRHE R S0 W0 H ARG 4 00 J5 R B2 O 8 AL o 2L (5 335 0 £ 0 Ty B 0
AR S 2 AR HE R
15.3.2 #maE

FEAH TR 25 1R 20 BB B V6 0 R RE VA (15, 1) 20 pL 354X 48 5 % 4544 (15.2) #4700 22, 75 51
FHIE G305 18T (S DL S C) 5 LR B IR 8] 58 o AR 3 s v sl e 45 390 75 100 94 b 28 2 1) o R 38 P47 00 2 TR
BAD TR

16 #RITE

16.1 AR IR (CrO 2 H a5 .
((01_‘00)><V><1 000

X = 1000 B N G
X
X i FER CrO R A = SR T 5 (mg/ k) 5
o FEREWCR CrO 1 BT R B I R T (pg/mL)
po  —FEEA EWCR CrO AR B L B R SO R T (pg/mL)
Vo AR R AR A Z T (mL)
1 000 — 5 285
m  ——FER T A (),
16.2 G FE A% MR A B TTHAE
[7 9.2,

HECT E TR T e
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17 AEHNREE RYE EHE

171 BEE

TETE SR 2 10T BRAT 10 T8 0 37 0 5 45 SR 1 24 0 22 B 79 8 AR BB Y 10,
172 REE

YA 1.0 g E AR N 500 mL BF . PbCrO, ¥ FR K 10 mg/ke. & R 30 me/ke.
17.3 HEHE

AJr i CrO2 IR ETE 30 mg/kg~300 mg/ke i BN . B4 85.17%0~107.59 0,

FIR SEEMREIE
18 EIE

B 10 R0 R AR R T 2% PR R 2R AR o i AR 5 S T B AR AR R R
A B R 2 O BE R E

19 5 A0t A4

BRAE S A UL AR J7 i BT F G0 32 D oo A 4 K O GB/'T 6682 BLURE 19 =Z0K .
19.1 KF

19.1.1 A&A MM (NaOHD

19.1.2  Jo/KBE R A — 41 (Na, HPO,) .
19.1.3  HKBER S48 (KH,PO,) .
19.1.4 %M T(C,H.CINNaO,S » 3H,0),
19.1.5 AR (C,Hs O5)

19.1.6 Bk (Cy Hi, O,

19.1.7  1-ORBE-3-H JE-5-nikms kil (Cy Hy o N, O)
19.1.8 VK2 B (CH,COOH),

19.1.9 K/KZE(CH,CH,OH),

19.1.10  1ERE(Cs HsND

19.1.11  HIEEAE (Cy, Hy N, SO Na)

19.2 {7 BECH

19.2.1 NaOH %% (0.1 mol/L) : EFFRE 1.0 g NaOH19.1.1), /KB4 % 250 mL #2515 .

19.2.2 NaOH %% (0.5 mol/L) : B FREL 5.0 g NaOH(19.1.1), /K EAZE 250 mL, 2515 A,

19.2.3 BEMEZ AR (pH="7.0) . EFRFRIL 42.6 g TL/KBEIR A 41 (19.1.2) F1 13.6 g To/AK B — 4

BC19.1.3) KR 252 1 LS.

19.2.4 M T VW (10 g/L)  HERIFRE 1.0 g &k T(19.1.4) , /K EZRZE 100 mL, #2451 75 . 3L
7
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B

19.2.5  BYBKHS 28 - MERIFREL 1.0 g BBk (19.1.6) F 60 mL JC/K ZEE(19.1.9) . fimsk 40 mL. &%)
.

19.2.6 MMk A - MH ma IR G 5 08 (5 g/ L)« VERR AR B 1.0 g 148 33— JL-5-nk s b /i € 19.1.7) . 3% F 200 mL
JoK ZEEC19. 1.9 H il 1.2 mL MEBE(19.1.10) R 21 F5 . BUAHBUREL .

19.2.7  ZPR¥ W (0.1 mol/L) : HERAWEHL 1.15 mL vk ZBR (19.1.8) , /K E & E 200 mL. 2115 .
19.2.8  HIBERHE /G (0.5 /L) MEFHARIL 50 mg HEERE (19. 1.1 .3 F K, A 2 100 mL. 55
s

19.3 #RAEm

k1% . Prussion Blue, CAS 5 .14038-43-8, 43 T &, Fe, [ Fe (CN) 1, , #H % 43 T B & 859.23, 4fi &F
=>99%,

19.4 BLLBRREH

HERAREL 0.015 0 g ZRIEARHEY) BT F 250 mL = BUBEAR L MERR A 100 mL NaOH %3 (19.2.1) ,
TEWR T 30 min 5,8 10.0 mL EA E 100 mL B 1.0 mL T 500 mL ZEM B ik =
AR S22 150 mL, LA 1 i ~2 3 B S5 R 8 /8 370 (19.2.8) BRI 2 g W /1 82 (19.1.5) , ¥ W iy 4% o
7 R 2L SRR AP AR IR RS R BEE T il AR 10 mL NaOH %9 (19.2.2) 1 100 mL %%
S WS ZE TR TR T R R R 2R TR R IR 2 mL/min~3 mL/min, 2 ZZ 8K 4% 100 mL W), 45
WG BT A5 KOS A BRI 5] . BUbR v I 0 P Bk 0 0 5 5 vk BE 0,15 mg /L,

20 UEETmEHE

20.1 ApOEOLRETE I 1 em .

20.2  43HKFJE 0.01 mg 1 0.01 g,

20.3 500 mL ZEME%E E  BUR BEan IR L6 B .
20.4 PR,

20.5 ELHL.

21 SWFR

211 ik kEd &

Y BB 22 0 TR ) 2R T RE B 10 g ORF A & 0.01 @)L HER A 100 mL NaOH % ¥ (19.2.1) F
250 mL A BeARrh, T PR 30 min J5, 08 L0 38 T 3 000 r/min B0 5 min, fE
B 3 50 mL F 500 mL ZEAR BN /K IR AR S5 2958 150 mL, fin A 13 ~ 2 j FH R 4R R
F(19.2.8) s BRI 2 g AR (19.1.5) , V4 VR H 1 B 60,720 Sy 0 0 o L 37 9 0 28 R0 20 8 L K VR 84 T o
FAEA 10 mL NaOH W (19.2.2) (1 100 mL %5 15 v o WCHE 78 08 VR 8105 3l 8 0 28 19 3 32 4% il A
2 mL/min~3 mL/min, ZE@EEIE 100 mL B 45 10 i #A BUN 28 B0, K & 25 2208 8850 FF
W, ) 23 B L 25 F VA TR R AS IR (19.2. 1) FH A3 R (19.1.5) &b S5 AR 45404k .

21.2 ME

HEFRAL IS LI TR (19.4) VREMR (21.1) .28 FIVE IR (21, 1) Bk (IR & RURCIE D 4% 5.0 mL & T
8
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25 mLE @ A 1 T BB S /R 7% (19.2.5) , FH ZBRVE T (19.2.7) & 18 P8 2 JC 64 . I 4.0 mL B R +h 2%
MR (19.2.3) A1 0.3 mL &%k T W (19.2.4) , 44, 8 & 3 min, fil 5.0 mL ok BE-ni me whk B 72 K
(19.2.6), 4] FF & 20 min, /K B2 B4, E0EE T 620 nm 46 1 em Ho@@ it . I 2 WO
EREV R
22 TEMHHE

MBR A H W RE RO G =2 H VA WG R, RRER WA A L e =2 R R A

23 EER

LFREEE D 10.0 g R B R 50 mL 2 A 100 mL wF . R A9 E 5 Ry 3 me/ke.
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WoR A
CAAE)

HPLC-ICP/MS % i) fa it [E

Al PRIEVA W EIEE (HPLC-ICP/MS 3 LK A.1,

6000 0 CrO2~
5000 0

4000 01

cps

3000 04

2000 0+

1000 04

0 04

B e I e o o B B e e L e e e o I
0.00 0.20 0.40 0.60 0.80 1.00 1.20 1.40 1.60 1.80 2.00 2.20 2.40 2.60 2.80 3.00 3.20 3.40 3.60 3.80
Minutes

E A.1 HPLC-ICP/MS |18 CrO,%” R/ A ik it B (40 peg/L)

A2 IR EEE (HPLC-ICP/MS ) LI A.2,

1400 00
CrO&~
1200 00
1000 00
«~ 800 00
5
600 001
400 001

200 004

0.00 0.20 0.40 0.60 0.80 1.00 1.20 1.40 1.60 1.80 2.00 2.20 2.40 2.60 2.80 3.00 3.20 3.40 3.60 3.80
Minutes

B A.2 HPLC-ICP/MS B ERMIrERMUER DK CrO,*” &BIEE (20 pg/L)

10
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(TR
BEFaiEse
FLARE IR R
a) iR AS-19CHEK 250 mm. A% 4 mm) B AHE: ;
b) A A A
¢)  iHIgE . AERS 5003
) WMPERES . KOH % 30 mmol;
e) EE:30 C;
) W :1.0 mL/min;
g) HEEERL .50 pl,
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M x C
(FRHE

BTekinetE
C.1 ARHER R 35 18 (B 1 k) WA C.1,

wS/em
21.

21.
20.
20.
19.
19.
18.
18.
17.
17.
16.
16.

7.71

%
(=4
—
J Py = )

|
—— t ™ t t t

4. 48

1

BKhe o o o o o O g o o o O

.0 5.0 6.0 7.0 8.0 9.0 10.0 11.0 12.0 13.0 14.0 15.0 16.0 17.0 18.0 19.0 20.0 21.0 22.0 23.0
min

C.1 BFaIENSE Cro fRERREIERE (10 mg/L)

C.2  FEFInbs i B (8 F i WWE C.2.

pS/em
17.8

17.6
17.4
17.2
17.0

16.

16. Crog*™

16.
16.

16.

WO N B O ®

.0 5.0 6.0 7.0 80 9.0 10.0 11.0 12.0 13.0 14.0 15.0 16.0 17.0 18.0 19.0 20.0 21.0 22.0 23.0
min

BC2 BFeitlsERmEERUERSH Cro,”” &BiEE (0.2 mg/L)

ARTT R R TR R T AR B AR AR IR T

ART7 IS R B T TR A B T L)V AR 2 A A B A T O I T A R R
R s T A R A A R A 5 G T R T R R =

AT FBREN A SRR 22 FEAN  ERIE DR

12



