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H Ak SEL R 2L RIERNE
R BILFRAE BIE—RL / gk

1 SeH

ASCAHLE T WS FL L RME ) 2 RO (35 R e ROBOH (g — i / SO A v

AR SRR — O (0 T e LK R L P LR 5 i il e

ARSCIFER Z 3RO G — B/ B kE P T AR L . IROR L B KL LR & i
I E

2 MeEsIAXH

AN S R N 7 SR R T R TS AR SO AR A 250k, o, i HAY 5 I SC
1, A% H IR A RRASTE T A AN B S TRSeHE, HEGH A (EHIra s ) &
FFASCAE.

GB/T 6682 437555 28 FH K KUAS R 55 77 v

3 RiFFMENX

ARSCAFAT T B E AR TEFIE L6
F—ik BEGEE

4 HERE

FEAMZERSTR BT pH UUREER F1, 20 B DR 8OO (i A — 28 RO G A I 2 U 5, MR

5 XFFIAAL

BrAAMESS, FTHRRFIYI A r4l, K FFE GBIT 6682 HLE i —2K .
51 ZJE (CH,CN): (il
5.2 yKESRR (CH,COOH ): il
5.3 [fRe% (NH,COOH ): Zrrati.,
54 0.4 mol/LEERR%% (pH=3.8+0.1): MERAFRIL31.0 ¢ CRBIZR 0.01g) BERRSK, RIKEM, EAZE1L,
FHVKBERR ) pH {2 3.8 +0.1,
55 85% (IKFAGEL) CME-/KIEW: 7£85 mL ZHEH A 15 mLIK,
5.6 ApifEdh: FLAHE (CLHL0,,, CASS: 4618-18-2), 4liJ¥=98%.
5.7 FRUERGE: WERGFRILO.1 ¢ CKEHEZ 0.01 mg) FURHMERES: (5.6), HIKEM, ©AZE10mL, fid
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B 10 mg/mL IIFRIERERIR . 4 CORFRIRAE 31 o

5.8 FrUETAEW : MERANBCL AR ERE W 1 mL 2 10 mLASHT, FH85% (R4 ) 2 -7k
W (5.5) EAZRZIE, BN 1 mgmLIEWR, BHIEL.

59 JEEE. KM, 022um, AWM, 022 um.

6 (UEFFiLE

6.1 SRR BA 28 A2 CHU RIS .
6.2 IR JEEEH0.01 mgH10.01 g,

6.3 E.OHL: FEMIET 4000 r/min,

6.4 B 15mL, 50mL,

6.5 JEiRIRG#

7 REFHSES5RE
B RRAERER 100 mL2E SIS HVEEEARR N, BEIF R IbRIC . T4 CIRA1T
8 NPT R

8.1 HEmBETAbIE

FERRA ARG, MERREC2.0 mLiRFET 15 mLE L&Y, MA L mL 0.4 mol/L BEFRE AW
(pH=3.8), M/KERZE 10 mL, WHEIR2)3 ming. 214000 /min AYHE B0 5 min,  FIFKZ0.22 pm /K
AR g, B 100 pLJEWT 85% (MR E) LlE-KiEH (5.5) EAE1 mL, £0.22 um AL
uE, fEHPLCIAE .

8.2 FRAEMLIARKAIECH

YRS IO S L AR e AR, FH85% (IRBUME) NG 7KW (5.5) Fike, Bl gL AR ms
WA 1.0 mg/L, 2.0 mg/L 5.0 mg/L. 10 mg/L. 20 mg/L. 50 mg/L 1) R FARER R . P PLAL .

8.3 ME
8.3.1 BEMRHEREILESE

TR SRR 3 S5 A

a) (AR EERCEIERE (100 mmx 2 mm, 1.5 pm ), SiMEREA Y3,
b) AEE: 35C;

c) TWsht: CBE+7K =85+15 (AKRFAM55 );

d) VWE#E: 0.8 mL/min;

e) HEFEE: 10 pL;

f)  ZRENCHUTRAM:: BRI 60 C, LMK 1.4 mL/min.

8.3.2 BRKMEBIENE

22 8.3, 1 R SSCHRURH (35 R A X AR VB A T B R WS SRR E R, 0 7L SR A 0 i FRLEBORS
VEONAERR , Bt AR B O S B AR AR b v T AR, AR T AR p 2R i AT 1
Ao sty RS 0 ) €0 30 R B R 1) 55 L RO E A AR 2E A + 5% 2N o Al v 1R DD 5 8 RV o o 2
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TWHZ AN, RS S AR I AT ], WA TE SRR IE . 76 8.3 1 MU (il R, AR
HEF RN S P Al TR (i 1] DL RS S5 A R P AL AITAT A2,

9 =HIRE

BRAIRESS, S L 3R BREA T

10 ZRitEMFIR

IR FLRE R SR A (1) #EATIHHR

e
X — iU R S i, N Z T (mg/L);

¢ —REBHFLRBERIE M, S0 =TT (mg/L);
co —= FHARE P FLRBE IS, S N Z e BT (mg/l);

V, — R R E AR, B =T (ml);
V, —RFERARRL, BN Z T (ml ).
TR EE R /NS R —1 .

11 E=MR. BENENBZE

1.1 E=MR

ARy % PR 22 f B A 50 mg/L
1.2 [EgER

N [ A 5 P I P KT L SR ) [ e 3R ) DL B S B B 1
1.3 BEE

TEFE S VEZRAE B AT BT PO AL I E S5 R A 200 22 (A A BIE I 10%

FiE REBE L/ R

12 FERE

FES 2 BEIRE A pHUTVER 1, 70 B UB S = RO (3 — R IR BT (U e, AMFRisE o
13 ikFFnara
134 &k ST

13.2  0.05% &K : WIHL500 uL2k, FH/KEZRZE 1000 mL, AR,
13.3 ZJHE: Ws.1.
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13.4 04 mol/LfiR%% (pH=3.8+0.1): W54,

13.5 FLAHIRERE RS : IL5.7,

13.6  85% (MRRVMEL) CNE - /KWW : W55,

18.7 ZHETT: T HECHIFE VT bR W IR L 7 105

14 (LB MiEHE

1410 ERORAR STk / B . B M ss 21U (ESI).
142 HHrRF: W6.2.

14.3 B.O0HL: W63,

144 BELE: 64,

14.5 JigwiRGay: W65,

15 ST H

15.1 HmBrabiE

FEMIRAYIA)E, WM 2.0 mLiXEET 15 mLEDA H, HITA T mL 0.4 mol/L pH=3.8 Fi iR #4114
W (13.4), FIKELRZ10 mL, WHIEESI3 min, 244000 r/min B3R B0 5 min,  FIHFIKZ0.22 um 7K
AL UE, 100 wL U 85% (RFUMEL) LM - /Kisilk (5.5) EAE 1 mL, £0.22 pm AU
U8, PEROAHEGE— R BTG E . R, SRR ER T 85% (IRFUEL) ZNE -KIE (5.5) dEAT
SRR, R W FL R A S AR TR R Y
15.2 ERICEARAE f &R R A EL 5l

W2 LT (13.7) HelBARE BTN 5 e ( 15.1 ) #4E, 155025 (IR AW . BUE 7L i
e (13.5), HIZS F L R R FL A Bk B2 0.05 me/L. 0.1 mg/L, 0.25 mg/L. 0.5 mg/L,
1.0 mg/L, 2.0 mg/L. 5.0 mg/L i ZAWBRIE T AT

15.3 MEEH
15.3.1 SRRHEBIEEE

WA EIES % R IT

a) foigfE. %M (100 mm x 2.1 mm, 1.7 um ), BSPEREAH 24
b) Al: 40 C;

c) UBIAH: 0.05% ZUKEW, LNE, BREVEMRERT LR 1;

d) WE: 0.3 mL/min;

e) WEFEE. 3L,

®1 MERHERF

5 ] /min 0.05% E KW 1% I 1%
0 15 85
14 95 5
17 95 5
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®1 BEERER (2)

Asf 8] /min 0.05% ZIK IR 1% MG 1%
17.5 15 85
20 15 85

15.3.2 JRig&H

FisE S F

a) BTUR. BT

b)) HihA: EF;

c) k= 2RI (MRM);
d) ik ik S 2 A UL SR C.

15.4 BREHEEE—RE/ FRILENE
15.4.1 EHENE

i WA (LI — i / T 2 P00 2 R TR HE o DE B o T ARV, 2R E B A5 0 A O B s (1)
SRR AE IR R B I T R 22 7E £ 2.5% Z N5 ARl AR A2 07 1 B 1 AR O 2 38 15 e JEE 22 119 R o
PRfE AR F R L —8, R LA ve i 26 A 2 UE RS , DAl S0 D it rPoAE o 1o Y
(SIS

*2 [FASREERIE—FE/ REEEMNENEFFEFERARITIRE

AR RS (FE0%) /% R VIR 1%
>50 +20
>20~ 50 +25
>10~20 +30
<10 +50

15.4.2 TE=ENE

DIZLA R TR U AR AR, BRuETA RO B b A bR AR v T AERRZR, FARfE AR e x A ik
Tt FESPRRIY) & N EARHEIN B 2 N, WS AR eI ZIE R, N T i8 S S
ME . 7 s R T, PR ER RO SEBPRER A n 22 B Wa il ( MRM ) {65 1] DL
sEDHE DL, KID2FIK D3,
16 ZTHIRE

BEASIIRRESN, Y UL 4320 R AT .
17 SRitERA

IRER LR R SR A0 (2) AT
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S
X — e h R S, AN Z BT (mg/L)s

¢ —FERP IR ESE, S N Z BT (mg/L);
co — = FIAREPFLAVRAOIENE, AR Z T (mg/L);

V, — il e e SRR, =T (mL);
V, —RAFER AR, BT (mL ).
TSR 2 /NBUS 5 —1 .

18 EER. EERERE

18.1 EEIR
ART7 B FLRRERE HEBR A 2.5 mg/L.
18.2 M=
AN ) A= 5L o P S IR B K- 8 [ 3R RS 2 8 L6 B 20
18.3 WBEE
e SRS T A B WG Y S 00 7 45 R (0 4 5 2 (A R S SRR P (B Y 10%




WO A
(R )

FLIRAET A RAHE B M B AR o

FLAARERR T i AR 5 0 R OR3P LI AL R A2

100 - 15+
14 4
80 2 B o
> LA
E T 134
o
£ e0- 2
=
=) 12+
w
40
h/
1 T T T T 1
i 2 3 4
Time/min
20 -
L 7
0 T T T T 1
0 2 4 6 8
t/min
B A1 10 my/L A RERABTRSEHEEILE
300 —
250 —
200 —
>
=
= 150 -
<
=
=
Z 100 - 3
50 \
0 T T T I

0

t/min

BA2 #HFmARTFIRESRERIEE
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W % B
(R )

FLRBEARER D ERMAKFH O RS E

FUARBEA [F) B 0 25 AN K P B DR FORG 2 2 DL B.1 A1 B2,

#xB.1 RHEBEERNIRBEARSDMERPEZRMAKFEHIRERENEZE (n=6)
W BIACE S i /% IR % | RSD /9%
(mg/L)

50 92.3 85.5 94.2 87.4 90.6 91.3 90.2 3.56
TeFLEAT L) 100 92.1 96.5 89.2 86.4 92.3 87.4 90.7 4.12
500 94.3 102.1 94.2 97.5 92.3 94.6 95.8 3.65
o 200 95.3 90.2 86.0 90.6 91.1 91.3 90.7 3.28

B T T KA L
(AJESFEIA - 400 94.7 96.5 89.8 94.9 93.0 104.7 96.4 5.10

383.0 mg/L )
800 95.2 97.6 103.8 | 1052 9122 94.1 97.9 5.66

#B.2 HHEBE—RE/ L ERNE RIBEEARARSMERHERM
KERZLRBEEIBEFFEZE (n=6)
:( N \//
SR A e TR % | RSDI%
(mg/L)

o 5.0 90.6 93.6 91.9 99.8 87.0 97.6 934 5.03

B K FL
( A2 . 10.0 95.5 02.1 100.4 95.5 92.5 88.5 94.1 429

4.6 mg/l.)
50.0 91.5 94.1 89.0 97.9 89.6 92.3 924 3.53
200 91.2 97.6 9223 98.3 388.6 93.2 93.5 4.04
UHT %5

(R4 400 96.5 97.0 98.9 96.0 93.0 100.4 97.0 2.63

383.0 mg/L )
800 94.1 97.5 100.0 96.0 97.5 93.4 96.4 252




[ S T .

a)

b)
c)
d)
e)
f)

SR TR MR

HU B
TR
B
TR

4500V,
300 C.
63 mL/min,

8 mL/min,

BNV IR . 12 mL/min,

®C1 EMETX. EEBRTXKAEESE

W R C
(R )

Bk &% &4
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(1L R RSP R WA N (e S N N S El IPIVAL e RS
i LM B SRR IR BRI R, W B od B AR R LA €1

_— o EISD 0 o
EY KA {84 B[] /min (i) i RE /v
o 341.3/161.1° 8.0
T fi 13.20
341.3/100.9 14.0
SE TN
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W % D
(R )
IR BRI B — R/ il S RS (MRM ) E

FLILBE ) = OB (o T — i / ik 22 O Wi ( MRM ) ELE D1~ 81 D.3.

1.0x10°
—161.1
8.0x10° ——100.9 ARbE
OX 1
»
&
E’ 4
g 6.0x10* |
E
4.0x10*
2.0x10" 4
0'0 T T T T 1
0 4 8 12 16 20

t/min

ED.1 2.5 mg/L A REIRERRSIREBIE—FRIE/ Rk kAEN (MRM) E

3.0x10° 4
—161.1
2 6ic? —100.9
2,0x10° o o
FLRE
1.5x10°
1.0x10°

5.0x10” o

Intensity/cps

0.0 . "
12 16 20

t/min

ED.2 BERXEIAEMBRPIARESIRMERE UL/ FHEL RAEN (MRM) E

8x10° -
—161.1

7x10°4  ——100.9
6x10° -
5x10°

X LS
4x10° -
3x10°
2x10°
1x10* /\

0 T — 1

16 20

12

Intensity/cps

t/min

ED.3 BREBEXHIERARTIRESLRERIE—FE/ LS REEN (MRM) &

10




