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RmEEERNE
R an P EERER F U E
1 SEH

AHRERLFE T B0 il ol YRR 0 52 595 o
S VRO E - K ARG F e 53 S EL A il o 5 5 S M VRR O E B8 IRV i -5
AL R = 3ROt - PO oE TS L JU . R OB MR IR i B

B—% RERIE-RIMENE
2 FE

PR SRR IR OK AR, RSO MR, FE il OB SR B 8 TS e A 0 S, SR ATl s
B RE RS N AN, SRR E &

3 SRR

BRAESA U, TR R i al, JKNGBIT 668281 7E i — 2K .
EeAVSEYE St

ZJE(CHSCN): itk ali,

iR (HsPO4) : fhifal,

WELER(HCI): 12 mol/L.

FENTAR: ArE AR A>T AR 7000 BLR BIALA YD, G ETHZKIRIE Lhe.

FLIEMR: 0.45 pm.
2 WRFIECH
2.1 EhFERH (0.05mol/L) = WRHLA.17 mUIKERFER, ¥ T /KR 21000 mL.
2.2 0.1%WEMRVAW: "HLL mLEERR, AT /KFF#ikE 21000 mL.
2
3

—_

_ A A A
O D WO N =

.3 0.1%EIRIE - (446) : 0. 1% BTSN 2 G 124 L6 R FR ELIR & 1951 .

trEm
3.3.1 MEVRIR (N-ZBEMZZERR, CyHigNOg, CASS131-48-6) : 4lifF>96%, K& HEFINIERE T
YEA R AIE S O A HE o
3.4 KRR H
3.4.1  MERFERFRAERE I (1000 mg/L) « HERAFR IS B MER R AR v i, FH 7KV AR 5 B ) i 52 21000
mo/L IR HERE S 15T, T-4°C N RDCIRAE, RAEI6NH .
3.4.2 MEWRFRARE RS TAEW: Jr R AR fig 259 (1000 mg/L) 0.1 mL. 0.5mL. 1.0 mL.
5.0 mL. 10.0 mL#120.0 mLF-100 mLAE =M H, Iishtl (3.2.3) BHEEZIE, B . MERRIRMER

W W W rw W W WL ww e w
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HI TAEW AU EE 23 51 91.0 mg/L. 5.0 mg/L. 10.0 mg/L. 50.0 mg/L. 100.0 mg/L#11200.0 mg/L. Il
an

4 LEB/FIRE

4.1 WARETE: FCA S AMEI A8l AR SR 3
4.2 fEIRKIEH.

4.3 IRIEIREA .

4.4 St RoF: &y 0.1 mg #10.01 9.

4.5 SIHML: FEAMET 10000 r/min.

4.6 HLFE.

N

4.7 B L.
4.8 §HM: fEMFLAE 0.15 mm.

4.9 W,
5 DHLE

5.1 HEEE
5.1.1 ilHEH&
5.1.1.1 MeE (R, 4. W) FIEASH ) 5

FREX 10.0 g #E 55 . [EIZASHEE ) fh/E 101-105° C At 2 IEE (Wi EZEAEE 2mg), EF
FRas A K GBS, 4kt 100 HiF (FEMFLAE 0.150mm) Jo 28 NiEE A8, T THRas i, Zi&
H.
5.1.1.2  JHASHEE H 5

TASHEEE ] PR IR ) S5 L 200.0 g, SRR A, FRZEE 2 FE 10 000 r/min, 2J3K 3 min, ##
BRWAHER, (KRS, ZHRT.
5.1.2 AHEREL
5.1.2.1 #RE (F. %, %) MESHKEEHS

MEVE R S BN E . FRE 0.1 g CRERZE 0.0001 g) FEMARFE R FIR (5.1.1.1) T 50 mL B0,
BN 0.05 mol/L ThFRVAEW 10 mL, % LIIEZE, BT 80°C/KMHI/KME 40 min, 7E/KIFEFEHEE 5 min
W —Ixk, BHELE, AHZEER. KKEREREE 100 mL AE, HERE/KEREOCEHIXIE
HRRAERY, HRME (3.23) EFRZIE, WA B 2 mL TR0, 15000 r/min 2.0
3min, HBU_EiERGT 0.45 pm TALUEE S, £ .

TR ASME R SR E . FREL 0.1 g ORSFAIZE 0.0001 @) FEAFEMH A (5.1.1.1) F 50 mL B0
W, AN 10 mLuK, TRBESRT 3 min, KA TREC RS 2 100 mL A SR, FIE R KBRS E O IR
IR EREMT, FAKEREZEZIE, BE. B 2mL FE.O0Fd, 15000 r/min &0 3min, B EiE
Wt 0.45 pm TALIERL S, FAFl.
5.1.2.2 REEZHISH

SEOAMER S EIE . FREL 10 g CRSFZE 0.0001 @) FESL (5.1.1.2) B TFi#EH ST GREARAR
I IENT R AN 20%), fLEENARM G, BT 1000 mL A FERUK NENT 24 he BT S, K

2
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MR IR E 25 mL LLEaE T, BRI EENTSS, SIFEEE T, A 104 pL ik
Bg, B2, MIKERZE 25 mL, fEKMR BRI E N 0.05 mol/L. 5 F3EFggE, BT 80 C/KiAH
KR 40 min, HUHIEEERH R . KoK S 100 mL A8+, FHIEE/KEEGR I EE X
HEBEARRY, HiRsiE (3.23) ERZEZIE, WA, B2 mL TELEH, 15000 r/min &0
3min, B EiEWGE 0.45 pm TFLIEIE S, FR,
RHEBESEEZHE

iRy SAX SRMIE TR HAE, 250 mm>4.6 mm (R48), 5um, BAHYGE .,

FER: 30 Co

Ky K. 205 nm.

WBNAH: 0.1%BERVE -2 (40460, viv)

Wi 1.0 mL/min.

R 10 L.
FrRER R

W bRt 25 TAEW o T N G4, I A B e T AR, DAARAE R 51 AR VR HH MR VR R 1)k
FERREAL bR, DA AR (e A AR, 22 il bntE i 2k o Mol YRR b v VA 1) 35 PR 2 L PR SR A EIALL
5.4 RHEEBRRAINE

W RFE IR NV B, 15 B0V TIAR, AR Am vh: 28 75 30 450 0 A v R ROk B o it T
ETRRIVARR WULE Y P Pl IR 1) ) IS 40 IO A i 8 P 0 7 0 BB P o SR 2 i b v i 2R 2R VS L, 7R
VHEEFRIE B BT AR ERTRI .

SIS NSNS NS BRO RS N
o O N WN -

W NNNNNNN

6 ITLEEREVRIR

BRI A R AR (1) T

X = (1)
m x 1000
A
X WA R BR & &, AN BT (g/kg)s

p—— bR HE il 2273 2 AR P MERRR IR I, PN Z R T (mg/L);

V—— R E AR, AN ZTE (mL);
m——IRFE R R, SR T (g);

1000——H# 5 R4

THRER TR AME, RE 3 AT

o T [E A B R, T B N TR A R B S VR S . [ B P 4 A SRR A
2 FH VR A B ok 2 A MR R B BT RAR B

7 HEE
E AL A P UL I 55 SR R SR THI 9 10%.
8 Hit
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AR, SFRFERON0.L g, KPR N0.3 g/kg, ERIRNL0 g/kg: TRAHER HIM, SFRFEE
10 gif, A HBR 40.003 g/kg, 52 & PR 0.01 g/kg.

EE RERE-RIRNE
9 IR

B S A SRR IR IR, B MR, SRIBGR A BAH AU )m 540K i B AE Ak
SOCHTAED, FERARBN AR B 28, SO ISR, SMpRidk e & .

10 IRFFIFIR AL

FrAERA W, ARITVEFTHA A Hr 4, KAGBIT 668281 5E [ — 27K
10.1 XTI RS

10.1.1  ZJME(CHsCN): faifhaf,

10.1.2 ¥RELER(HCI): 12 mol/L.

10.1.3 SR JEEhmREh (CgHgN, 2HCD .
10.1.4  Z&%¥[Zn(CH3C00), 2H,0].

10. 1.5 ELF LA [K,Fe(CN)s 8H,0]-
10.1.6 ¥K&PR (CH3COOH),

10.1.7 =% HHE (CHCly).

10.1.8 FHEE(CH,0H): fhifali,

10.1.9 S MEIEB AR SVEAHRERE: 60 mg, 3 mL, BUAH%#E. SHERFANRHES
] P R B R B 770 R SR R P = L AN SR KM N- 205 35 bl g J T 9 o B4 M — 52 BB 5 T 1)
KILEEY . A RTHKA 3.0 mL HEEAT 3.0 mL KIS k.

10.1.10  FASLIEME: 0.45 pm.

10.2 XFIECHY

10.2.1  EEFERIF (0.05 mol/L) : WRHEX4.17 mLiKkEhAR, ¥ T /KI3F#F£1000 mL.

10.2.2  ZJ5-/KIER (149 44 ZFEFIKFLLLORIRFI L IR & 4520

10.2.3  ARZ JEEERERIAW (50 mg/mL) : FREN2.5 g4RAK fE R L, S50 mL 0.05 mol/LEFR
WA, 1R, BB

10.2.4  CLFRBFAT (183 g/L) : FREN21.9 g FREFA T /D &K, MA3mLIKZER, H/KEZ 2100
mL.

10.2.5 WARFALE (929/L) : FREN10.6 g ARFALEN, V& T/KIFFBEE100 mL.

10.2.6  0.2%BEREIAW: W2 mLBERE, ¥ T /K- B %1000 mL.

10.3 FRES

10.3.1 MEVEEE (N-ZBEAZ R, CiuHigNOy, CAS'S131-48-6) : 4liJ¥F>96%, =4 EFKINIEIZ T
B EA 5T I 5 (AR AE s o

10.4 SRR KRECH)

10. 4.1 PSR PR A 11 it 457 (1000 mg/L) « #HEAAFR S 5 MR B A 14 i, FH A A I 1) e P 212000
mo/L bR HERE ST, T4°C NEEGIRATE, TRAFHI6NNH .
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10. 4.2 MERFRIRE R F TAEM: o ol W e Y R A v 2% (1000 mg/L) 0.2 mL. 1.0 mL, 2.0 mL,
40mL. 10.0 mLA120.0 mLF100 mLEEM T, H - KGR eHEEZIE, B MERERERS T
VEVR B E 43 99 92.0 mg/L. 10.0 mg/L. 20.0 mg/L. 40.0 mg/L. 100.0 mg/L#1200.0 mg/L. I FHELEC .

11 UEMEE

1.1 BAHEESC BOA ORI &5 .
1.2 {HIRKE .

1.3 7 RF: &y 0.1 mg #10.01 9.
1.4 SN HEAMKT 10000 r/min.

1.5 EEELHL.
12 SR

12.1 HEmEraiE
12.1.1 RAERIE

WASFEMPES]: FEFU S E AR AR IREE W B T~ — 20l R B, oA i 75 21 R B
MRELSS) o A I AR R A T RE SR, P& .
12.1.2 XAEREL

FREL 1.0 g CRERfIZE 0.01 g) FEdHT 25 mL B0 (ERR RFE RSN 3 mL /K& , A
0.05 mol/L THFR¥EW 10 mL, & L3571, VBZE), BT 80°C/KMB /KM 40 min, FE/KIBEFEFHE S min
Rk BB O, WHIEZIR. 9000 r/min 5.0 5 min, ¥ FZE/KERERE 25 mL A =M, H
CHE-KEEW (10.2.2) EZE, 1RE]. B 10 mL BB E - OBEH, A 3mL ARPETR. 3 mL T
BRETATRA 3 mL =& ke, WWIgRA) A, 15000 r/min 250 5 min, B ISR .
12.1.3 REFESEK

W B 35, AR /N T-1 mU/min 3 o B A AR B, F2e401-2 mLi i, FRIRER IR
HR, AT
12.1.4 7%

HERIEN 1.0 mL AR T 10 mL HZE L, HERIINN 1.0 mL 4828 s, & h3imsse, R
A1, BT 80 C/AKMH M 35 min J5, B LEGE, AHEFR, 1T 045 pm WAL G, .

[i] B 50 PR R PR A 1 2R 1) ARV R I AT AE A o

12.2 BHEBESERMN

12.2.1  failkE: Cyug#E, 150 mm>4.6 mm (42D, 5um, A4

12.2.2 Hif: 30 C.

12.2.3 DRl s R MK 235 nm, A SHEK: 414 nm.

12.2.4 Jii#E: 1.0 mL/min.

12.2.5 #FFfE: 10 L.

12.2.6 Jisht: AMH: WEE; BAH: &fiG: CAH: 0.2%BEMRIVEM. BREEVEML, W& 1.

= OREESE IR
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i 5] (min) A (%) B (%) C (%)
0.0 5 10 85
2.0 5 10 85
2.5 30 10 60
4.0 30 10 60
45 80 10 10
10.0 80 10 10
11.0 5 10 85
15.0 5 10 85

12.3 FrfERRZAIHIME

BEARTE R T AR RN AR L 5, 0058 AH S U T AR, DARRHE 22 81 A V3 Pl v PR 1) 9K
JEE R AR KR, LA AR (R0 R AR R N AR, I bm b phR 2 PR o v VA P £ 1 TR 22 DL B 4B IEIBL L.
12. 4 R HEEA KRR E

BT A G AR R NV B, A3 BN TAR, KR4 FRifE i 2615 2 AR - M VR BR T 2B 9
PRI FEE o Bt AR VRO R 30 A AR e Mo R R T A0 4D i I A 340 IS A A e 28 P i o7 Y L P o T SR 55 it
Pt i 2R 2R PEVO R, 5 VIR B B e AR AR E ARG
13 SIrERIFTR

BURE R R 1 S AR A (2) THE

x:’“vXf .......................................... 2)
m x 1000
A
X—— AP MR IR 1 & &, AN BT (glkg)s

p—— bR HE il 215 21 B AR P TR R VR B, SRR N Z e T (mg/L);

V——ilFER B, AT (mL);
m——IRFE IR R, AT (g);

f— PR HL

1000——H# 5 %0

MG RTERT AME, RE 3 AT
14 WBEE

F 3 S A T IR B R T S 5 S 4] ZE (AN RSP SAE 110%
15 Hfth

FREEENL g, MV ER (1A PR 0.02 g/kg, 7 fEFR 240.05 g/kg.

F=3E RHEEE-BUE/ LA

16 I8
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B A SRRV P INFR KA, RS MR, SRIBGR A AR AU A )5, BRSO Sor e
OB, WO O - B BUEE, AMRE &

17 tsr AN

BRAES A U, AT G 4, JKONGBIT 66821 5E [ — 2K .
17.1 5 R

17.1.1  ZJE(CHLCN): thihati,
17.1.2 REFRHCIL): 12 mol/L.
17.1.3  ZE&R¥[Zn(CH3CO0), 2H,0].
17.1. 4 WEFALH[K,Fe(CN)s 3H,0].
17.1.5 VKZHR (CH3;COOH).
17.1.6 =& H%E (CHCly).

17.1.7 HEE(CH;0H): i,

17.1.8 SRR B EYIEAHRERE: 60 mg, 3 mL, UM% #E. SHWIEEANRMEEEY
T A 4 U PR B 7102 P SR MR = 20 RIS K IN- 20705 325 L % o B 13 R B4 TR — 5 EL A9 SR 5 i)
KILEED. A FTH I 3.0 mL HFEEF 3.0 mL K3E1L.

17.1.9  THFLIEME: 0.22 pm.

17.2 RFTECH

17.2.1  ERERIEW (0.05mol/L) : WRHN4.17 mLik LR, V& T /K FE-# Rk 421000 mL.

17.2.2 KB (149) : B LIERKIL LM AR R LR &350

17.2.3  CLBRBFA (183 g/L) : FREN21.9 g FREFA T/ D E/KH, MA3 mLIKZER, H/KEZ 2100
mL.

17.2.4 WERFALER (929/L) : FREX10.6 gV ZRFALER, W& T/KIFMBEZ100 mL.

17.2.5 0.1 %HFEREW: WL mLHE®R, & T/KIF#B 21000 mL.

17.3 FrfEmH

17.3.1 WEVRIR (N-LBEHPEEIR, CiHigNOg, CAS5131-48-6) : ZlifE>96%, B4 HFINIER T
PRV TR IE 15 (PR HE o

17. 4 FREBRRECH

17.4.1 MR R bR AEAE 257 (1000 mg/L) « AERRFRHCE & e R AR, FH 7KV A 5 B i ok 2 21000
mo/LIFRAERE #I8,  T4°C TREGIRAT, REHI6MH .

17. 4.2 WERERFRAEF RV (100 mg/L) « WREUARAESE & (1000 mg/L) 10 mL-F-100 mLZE &N,
TAKEFEZE, WA, T4CFEOLERS, AL

17.4.3  MERERFRE RS TARM: 73 WO B AR v Hh IR] (100 mg/L) 0.1 mL. 0.2mL. 0.5mL.
1.0 mLAHI2.0 mLF-100 mLAE &I, H ONE-KIEBER BZIFE, 1R . MERERPRHE R 5 TAER I EE
43 0750.1 mg/L. 0.2mg/L. 0.5mg/L. 1.0 mg/LF12.0 mg/L R AR AArAEA R I BLAL .

18 {UERMIRE
18.1 WM G R OIS T PR 55 B U

18.2 |HIE/KHEA
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18.3 4t R F: JE&&EN 0.1 mg F10.01 9.
18.4 21K AML: FEEAMET 10000 r/min.

18.5 EiEEOAHL.
19 SWTE

19.1 #EmETaIE
19.1.1 R

WAREMPEL]: FERB AR S AR S BB H T — DR B, AR W 75 S0 8k
LT, &I A FE AR T RE I, P&
19.1.2 iX#EREL

FREL 1.0 g CR5RAZ 0.01 @) FESLT 25 mL B0 (AR KRR J6 i 3 mL KEfE) , I
0.05 mol/L ThM VAW 10 mL, #% LT, B2, BT 80°C/KIB /KA 40 min, fE/KBEFEHEE 5 min
W% —k. BUEE.OE, WHEIZE SRR, 9000 r/min 2505 min, 4 b EKMERERE 25 mL A=, H
CIE-KEEW (10.2.2) B, RE . B 10 mL EEBBRNEOLE S, A 3mL LBREEER. 3 mL T
BREAHARA 3 mL =& ke, WHEES)JE, 15000 r/min 2.0 5 min, B EIER L.
19.1.3 REERK

WHR 3B, AFZAER AN T-1 mU/min (s i@ o [ A AR B, 20 291-2 mLim ik, FRURCEE AR
M. HUSO pLif i, N ZJE-/K¥ET950 ul, JR%), 140.22 pmfifLugls)E, £,

19.2 &HEEESEEXH

19.2.1 RHEBESEZEXG

19.2.1.1 {43k Cigkt, 3.0 mm>=150 mm, 1.8 um, EiAH4% .

19.2.1.2 FEiE: 30 C.

19.2.1.3 ¥ii#: 0.3 mL/min.

19.2.1.4 #FEE: 5.

19.2.1.5 Uiaht: AMH: 0.1%HR; BAH: 5. BEEEVEML, W2,

3= 2 RehtERE R IERF
5 1] (min) A (%) B (%)

0.0 55 45
4.00 30 70
4.01 10 90
6.00 10 90
6.01 55 45
10.00 55 45

19.2.2 JRiE/FRIESEE&G
19.2.2.1 BEFIH: E®BIZE (ESD, HA#irR: AE RS, Rl 2 &xMEI(MRM).
19.2.2.2 EBHEHE: 3500V, Zf@EHE: 120 V.
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19.2.2.3 TSR 300 C, THRAMHE: 8 LUmin; BSUREE: 350 °C; #YSJf: 10 L/min.
19.2.2. 4 SEWE X 850 FEER & LK 3.

=3 EEBTFX. EEBTXMAHERES

wEY) EVEE X LAtEREE (ev) | EEE X MAM#EGERE (ev)
I V1K 1R 308/87.0 (-17) 308/87.0 (-17)

308/170.0 (-13)

19.3 FRfERMZRIFIE

BEARE R F AR 7Y 33 N A € R - Joa 1 st 3 A, 00 A S e T AR, DARRHAE R 51 TAE VR
M A PR (3R P A A, DA T g AR AR, Sl B v R 2 o T A PR A 1 HE 8 VAR 1) 22 S I 1 )
@ik S LI % CEIC.1.
19.4 EMHME

oz PR VA €0 - J5R T o e %A ) S AR VA RO A I AR VA, T SR A Ak S W B 1 1) 5 b v o
PREN A ZE AL 42.5%, F HAEFIRRT 55 FEE s B, Frik B0 8 71 B 3 E M >3,
T L5 1 3 55 AR X = B (e FE AR T 8500 25 1 3 B 1 9 P 1 0 LL 3R R) S5 IR B A 24 O bR v AR VA R
(VA = B SOV ZE AN BRI R 4 BUE BT E, ] PR sR A7 Ry, WLER 4 Fw

4 ENFENBTFENRARHRE

XS FFEE >50% >20%~50% >10%~20% <10%

RVF B3R KAmZE 0% 425% 430% +50%

19.5 FEEMZE

AR VAT N VBORE 0 - 5 3 A b, 15 B THIAR , KR bR v il 2 75 380 435 00 97w e R 1K) 9
FEE o bt HE A YRORT A5 O ASE R Ve YR T P M 7 AL ) 87 E A i 2 e e 7 3 L P o SR b o e o b 22
PEVEIE, 75 R R B e A AR EE A
20 SIERNTE

PR R 1 B A (3) T

xV xf
X o= B (3)
m x 1000

A
X——iRFE PR IR N & i, AT 7 (glkg)s
p—— bR HE il 213 2 AR P ERR IR I, BN Z R T (mglL);

V—— R E AR, AT (mL);
m——FE O, AN (@);

f— R AL
1000— 5 R H .
WWHERTMRSAME, R 3 A 83T

2 HEE

FE S GV T AT AP E S5 R A 280 ZE(E AL S AT EI{E 1910%.
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22 Hfp

FREEENL g, MEVRER AR B PR M0.02 g/kg, %€ &R 40.05 g/kg.

10
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Mk A
M &R R R R R B E

I A T s 1 V5 YAR(5.0 mg/ L) RO RH 2 3t P LI AL 1L
mAL 4

F

-

153

10

=

o

3

E P

54 ||'II
] S .

I

]

-5 -

0 2 4 ]

10 12 14 min

Al MERERFRERR(5.0 mg/L)i%iE & iEE

11
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M B
HERER(TE IR RIB R TEE
W YRR AT A D (B B B L &IBL 1

LU 3
175 3
150
125
100 3
75
50 -
25
0F——— A

T T T T T ! T T I T i " T ! T T T ! j T
0 2 4 6 8 10 min

%|B.1 MERERGTEMINRMIEEIERE

6.384

12
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Mis C
MERERFRAE R R % e R (MRM) &iEE

W VR R PR M VA TR 22 [ W C(MRMD (835 B L CL1

- MRM (308.0 -> 87.0) 3.d 308.0 -> 87.0, 308.0 -> 170.0
£ x102 2.153 min. £ x102 | Ratio = 41.2 (100.0 %)
§ 8
54 5
4 4
34 34
24 2
14 14
0 0+
15 2 25 3 15 2 25 3
Acquisition Time (min) Acquisition Time (min)

EIC.1 MEREARERRNZRNEN (MRM) &iEE

13



