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Liquid chromatography—post—column derivatization method
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RmREE KR #
EMEERRPIOMEERRELANGRARGEYREENNE
REBE-EEITEE

1 &

AFRHEALE TR R O FEEE P MR R 2 RO (2 ILF % D REBRINBHEG
R AT IE .
PR F T IR R i P O FhalEE T PRI R 25 B AR B W o B il

2 MIEHESIAXHE

TR FASCAF R R AT AR . FLRTE B 95 RIS, {0 B BB RRASE F FA X
. FLRATE HBIRSFISCH , BB RS (L8 BT A i 20 ) 38 F T AR SO 14

GB 2763 RMELEFIME ERPRGBEARENER

GB/T 6682 Hrsche s KM AR ik

3 FHE

TR ZL B SR 0L B 8 40 [ R A B R A R A AR B B TP SRS MBS L R R AR R
R U SMR e B

4 RFFndtRt

BRE S A BLBH e AL FH A A Bl RN L K GB/ T 6682 RliE i — 2k .
4.1 &7
4.1.1 ZJE(CH;CN,CASH.75-05-8),
4.1.2 HEE(CH,OH,CAS %5.67-56-1) . fajkal.
4.1.3 —&WE(CH,Cl,,CAS &.75-09 - 2) . fajikali,
4 1.4 HB#H(C;Hs,CAS5:108-88-3) . il
4.1.5 I8 (NaCl,CAS 4.7647 - 14-5),
4.1.6 S _PEE(CH;0,,CAS 5:643-79-8),
4.1.7 2-" W Z BRI (C, Hy, CINS,CAS -, 13242 - 44 - 9) , BRI 4 %,
4.1.8 JFKHiRREE(MgSO,,CAS 57487 -88-9),
4.1.9 E&MRI(CH;COONa,CAS 5:6131-90-4),
4.1.10 EE/H(NaOH,CASH:1310-73-2),
4.1.11 K umlRRHE (Na,B,O; » 10H,0,CAS 5.1303-96-4),
4.2 BEEH
4.2.1 WE-"@ w499, D . BHL 10 mL FHEIA 990 mL &Rk . 1B,
4.2.2 ZRHE-WAEBRGHLABE EH 100 mL FEMA 300 mL ZEH R4,
4.2.3 SEAHER0. 05 mol/ L) FREL 2. 0 g FEALEN, FIAEMIFEZRZE 1000 mL.iBA.
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4.2.4 7K URERGNEMI(4 g/ L) FREL 4. 0 g oK IOGHRR SN , /KB EAE 1 000 mL, R4,
4.2.5 OPA 7 : BRHK 50. 0 mg 4P _HIRE % T 5 mL HREHIBA); BRI L0 g 2 -—HRR 25
REERIRER W T 5 ol K PURRRBAVA L (4. 2. 0, 3B 57: % B3R 2 R BIA 490 mL /K TURRR G TA
(4. 2. 0,84,
4.3 WRESR
9 P AL AR R 2SR 25 A R 7 2 R 3 AL SliE=>95%,
4.4 FReEBEERS
4.4.1 BRAEREAYB(1 000 mg/ L) MEHIFREL 10 mg OBHIE 0. 1 mg) & A 25HR v mh o ) v Am 3543
RIERB] 10 mL. FREfl S BEE— 18°CIR77. A 40 1 48,
4.4.2 RATRERTR MR —E B SRR M ATEIT 10 mL BT, P BSE A2,
RETRERELBL 0C~4CRE . FR0W 114,
4.5 #E
4.5.1 FEAZBGE 1. 83808 (NH;)500 mg, 6 mL.
4.5.2 AR 2. £ B L5 B EDE (GCB)500 mg, £ HH (NH, ) 500 mg, 6 mL.
4.5.3  Z M- N-PIRRESERERE (PSA) : 40 pm~60 pm,
4.5.4 FABEIEH REREBRERE (Cis) 140 pm~60pm,
4.5.5 MBEHEF.2cm() X1 em(4pR),
4.5.6 BHALIEMECHHLARD 0. 22 ym X 25 mm,
5 gk
o. 1 WEAREIEAL . Bl A A A I R B AISE SEAR I 28 (FLD) ,
5.2 SHiRY-JRE 0. 1 mg #0.01g,
5.3 EEAEHLFEEAMET 15000 r/ min,
5.4 WL B AL T 4 200 1/ min,
5.5 ZHZUEHHL,
5.6 HEEEEEL.
5.7 BMKAL:vTHEER.
9.8 WRIEHRZEE.

6 RN

6.1 X#Ed&

BESRAN 7K R B B B 1 R SR o B A R AT, R TR S BEHLIRRE 1 kg, R BB 6 o7 i 1R
GB 2763MMEHRAT . Xt FAMAR/NKIRE i BURE J5 2380 30 X TR B B ZEA S SR8, W 2R
FRE T BRI b 082U DR A28 3 UK R P B A A BRI 2 RIS 1T R A
FROLBIIUIN A SRR/ NB A B 5 UG (O RE K LD, FEAMR AT, P 20 Bk TR SR B A L 4
HLA R ST 3K . AR Z A

B RN, 500 g, FRE ML M@ T 425 pm RUBRYERIIN , A B Z BSR4 b, Bk
gt SRR TR 500 g MTR)R FEAMR S AR 2SR+

A2 AR R
6.2 Rtk

REF—18CL&H TR,
2
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! SHER

7.1 REUE&L

1.1.1 &R ARMERAH

FRER 20 g IREE O E 0. 01 @) T 150 mL £6hRH, A 40 mL Z.B5, B35 3473 81 15 000 r/ min %]
AR 2 min, RERATEERA 5 e~7 g QILHIN 100 mL BSERE . % 1T, BIFUES 1 min.E
FIRTHE 30 min, AEHHBI 10 mL _E#HR.80CKBHRIRA KL T A 2 mL FBBHRRY,
(SREX

W E A AR BURE 1(4.5. DA 4 g
B A iR Rrefb g3 FH 19
oA, FFEE K R
FLIBRE (4. 5. 6) 3t g, 1
7.1.2 &%
FREL 10 g iXH

B » 224 Y T 2] e O A TR, 7
A T (4. 2. 1D RISE G

2 WGBS T

G R L 7.8 N, JC kv e 2 O
T i 5 mL B e N M IS oi % 3 T A 1. 00
ml B, R HEIRS , P

714 EEAMESR

FREL10 g AECHEE 0.01 @) 7 PIL ok, 551, BB 30 min, FAIA
50 mLZ§ , AR SIHAL 15 000 r/ min SJHRIZH 2 min, RBAGTIE ZHRA 5 g~7 g EALHIHY 100 mL
HERM®P. & FET, BIFHRE 1 min, ZEZIR F#E 30 min,

WEHIR 8 mL _HIEWT N 1200 mg FB/KBAREE . 400 mg PSA #1400 mg Cis 9 15 mL EURFEL.L
b, IRHERA) 1 min, #R)5 4 200 r/ min .0 5 min, BB 5 mL W T 10 mL B0, 7 50°CK S
HRIRFE R T R 2. 00 mL H RS, SR EIRAT . AR RE (4. 5. )31 8 . ARl
7.1.5 &%k

PR 3 g AR OB R 0. 01 @ F 50 mL MRIBL.LE A 5 mL 7K .15 mL ZJ§ . 3EhIA 6 g Fok
WMEREE.1. 5 g BERRGN K 1 WP B ¥, BIZIPRY 1 min, 4 200 r/ min B 5 min,

BRI 8 mL W TN 1200 mg /KBEREEE .400 mg PSA il 400 mg Cs i) 15 mL ¥R L

3
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B WHER 1 min, 445 4 200 r/ min B0 5 min, BH 5 mL _FE®F 10 mL B0, 78 50°C KB
PEMEE LT FEFIA 1. 00 mL FVRS, WHEEAT, FMTLIERL (4. 5. 6) 08 . 250,
7.2 WE
7.2.1 B2 &E

a)  filH G £.250 mmX 4. 6 mm(HR) .5 umCRiAR) ;

b) FEiR.42°C;

©)  TGHEIEE : A =330 nm, Awy =465 nm;

d) TSRS BV AR, R 1;

R REREEEREGE(VLa+HVs)

E::T mfi;in BN KOV WM (HEDV,
0. 00 1.0 85 15
2.00 Lo 75 25
5.50 1.0 75 25
10. 50 1.0 60 40
28. 00 1.0 60 40
33. 00 i 1.0 ' 20 80
) 35. 00 1.0 20 80
= 35.10 1.0 0 100
37.00 1.0 0 100
37.10 1.0 85 15

e) HJEHRTH 0. 05 mol/L FHE AL MM , FL i 0. 3 mL/min; OPA R3], i 0. 3 mL/ min; K fitiE
BE,100°C; fiTA- B . iR ;

D #FEEE10 WL,
7.2.2 $RETIEML

R B B — 2 P T PR o A TR 2 P Y R B AL B ¥R B K 0. 01 mg/ .. 0. 05 mg/ L. 0. 1 mg/
L.0.5 mg/ L # 1. 0 mg/ L BIbRAE TAER ALMAR GBI E . LA 25 57 B vie BE o A bt . 0 338 e 1 i
HERFRALIR , £l bnaidh 2k .
1.2.3 EEREE
7.2.3.1 s

PAHPRARZG R BT RIE . S b F ARA 2 €3 e 0 B s V) -5 M A o £ 1 0 ) 3 53 it
[E]AH L2, 22 REAE 0. 05 min Z . PHHEREES B Cu kit 7 EtEmiA.,
1232 ER

SRR .
7.3 REBRBEANE

WA A v T AR R VBT R 0 MR MR YR A WA 035 (5 b 2 B I s e S0 A AR 26 £ 3 e
BLRER (D, BB SRS B FRIRRH P AR 28 B i B {25 7 (RS R A B e ek Y Pl
P R e R PR, RO AR S v A 3 A R BRI AT 40T

7.4 ETRR
1% 7. 1~7. 3 IIRLE X (] — R AT P AT A IR 5 .
7.5 z=Zai®

BRAS RS # 7. 1~7. 4 BRLE ST AT HRE
4
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ZRitHE
TR R 5% B B DU M w 3, A DL 348 T 7 (mg/ ke) T R (D HHES
_ ViXAXYV,
8= %A X sreresss e (D
A

w — M PRI S’ BN IR TS T 7 (mg/ ke)

p — IR MER I P 4 o SRR B L B R 2 TR (mg/ L)

Vi—— 3R BRI BT, B0 2T (ml) ;

Vi —RBGB A BURTR B f 2T+ (mL)

V50 WE 2B, B N Z T ()

AR R A 21 43 M TR AR

As——IRERT R P B A 2 TR

m— iR A AT ().

TSRS AE HES R R A4 TS0 2 Sl S g R B R TR T R

W 2 ART . R 1 me/ ke B RE 3 FIABEE.

9

10

1

BEE
FEERMROT R 2 RIS IRASE R 2 EAESETEE R, 2 LM B,
TEF AT  RI8AY 2 YothSr IR, A4 R 25 RS R (R) , 2 LM 5 B,
Hith
ArrHET R E BBy 0. 01 mg/ ke,
BikE
0.1 mg/ L 9 FpaHEH MRAERZAR 25 R I W in v s v £ i ) LI 1,
Wi R
085
03t
075} 9
0.6 4 6 8
0.55 7
M A . A
10 15 20 25 30 35  t,min
m%:
1 BETRER R T BAR;
22— PR B 5 & WHE:;
3 RER; 99— R
4 B = gy 10 B
5B 11— BRAR;
6— R 12— THE.

BE1 0 1mg/L9MEERREARAR LR EDREREEIEE

($21
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M F A

(FRHERR)
IMEEFMEARARAREWH R ZR. S FX.CAS SR ERE

9 FhAHE P RS2 25 J LA a5\ .CAS SHIRBEBSE] . W3R AL 1.
i, 5 F3.CAS EFI{R B

{5 B B[]

min

5

21. 66

1-69

6. 86

34.53

32.71

15.68

37.32

36.16

9.78

25. 29

31.62

36. 61
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M R B
(FPERR)
BERENRTNITE

EEHROMEAERRERILEB. 1.
#B.1 ESHR(r)ERER(R)

o R RO EENER FAMER SR EEHR R SR | EEEE| Eam
mg/ kg @ (R mg/ kg (€9) (R) mg/ kg (r (R)
R 0.01 | 0.0026 | 0.0035 | 0.1 0.019 | 0.035 1.0 0.22 0. 30
1 [ BEEm 0.01 | 0.0023 | 0.0034 0.1 0.020 | 0.027 1.0 0.19 0.30
62K B IE T 0.01 | 0.0027 | 0.0037 0.1 0.060 | 0.058 1.0 0.21 0.41
2 25, 0,01 | 0.0024(0.0032| 0.1 0.023 | 0.040 1.0 0. 20 0. 45
4 AL 0.01 | 0.0022 | 0.0031 0.1 | 0.019 | 0.041 1.0 0.19 0.37
SEEAER | 0.01 |0.0022 00042 0.1 0.022 | 0.041 | 1.0 0.19 0. 38
4 T L 0.01 | 0.0026 | 0.0040 | 0.1 0.020 | 0.026 1.0 0.24 0.35
5 FHE 0.01 | 0.0024 | 0.0036 0.1 0.023 | 0.039 1.0 0.23 0.31
6 KEH 0.01 |0.0022|0.0034| 0.1 | 0.020 | 0.031 | L0 | 0.21 | 0.33
7 R, 0.01 | 0.0024 | 0.0040 0.1 0.020 | 0.040 1.0 0.19 0. 34
8 HRA B 0.01 | 0.0021 | 0.0037 0.1 0.019 | 0.042 1.0 0.21 0.38
9 A 0.01 | 0.0023|0.0045 | 0.1 0.020 | 0.031 1.0 0.21 0.28
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o el SRR AL
b EIH X 2 F 15 18 S48
(HEECZ4RAg . 100125 Pk : www. ccap. com. cn)
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* * *

HA 880mmX1230mm 1/16 Elk 0. 75 2815 TF
20184 12 HE 1R 20184E 12 HIbmss 1 I ERRI
5. 16109 - 4669
Efr: 18.00 70

BRER SRR
EHABIE: (010) 59194261
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