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BEPRERMNEIBEEZNNE
R BIE- R BRI

1 EE

ARTTIERRE T 3 B v i i 3 RDOOU 0B B 3R A (3% - R B B S T %
AR T7 T e D R R R ORODU U R R I .

2 JRIE

K& =R MR W TR R % o i v AR BURURE T i B e R AU B R R 2 B0 M g s - HLB
AR BBORE JHEAT A0 4 TR €3 A TR o 3 (SCAGL M) S A 0 5 4

3 AR

W o3 A FLE B BT TR 128 3 A 4 K A5G GB/T 6682 HUE Iy — 2K .
3.1 i

A1 2B (CHSCND {54,

1.2 HE(CH,OHD) : o i 4l

1.3 HER(HCOOH) : ik 4l ,

1.4 =R (CLCCOOH),

1.5 @R A4 (KH, PO,

1.6 SK(NH; « H,O) : fritly 25% ~28% .,
A7 HEMRHN(NaOHD

w w W w w w w

3.2 R FIE F

3.2.1 10 mol/L S A ALMIA W - FREL 40 ¢ AL .17 KM A EFIRE . EAE 100 mL,
3.2.2 0.5 mol/L &AL FREL 2 g AN 3. 1.7 KB R H EEIRIG . 24 2 100 mL,
3.2.3 BRI (& 290 S RN BE TR 5 228 WPV WD BRI 20 g =4 4R (3.1.4) . Il A #9400 mL 7K %
fift , FEFREL 6.80 g Wi fR — & 87 (3.1.5) IMA & ik =S LR W . 4k 22 i A 400 mL /K IR )5 . H
AL (3.2.1 F1 3.2.2) T pH HZE 6.8, iI/KEARZE 1 000 mL, ¥4 J5 4 H .

3.2.4  VEWEHW o BIAER RS EL 2.0 mL HIER (3.1.3) A1 5.0 mL ZfF (3.1.1) F 100 mL &8I+ . Kk
FEAZE 100 mL RS E M . Im FHATHC 6] .

3.2.5 2%HEAZIE B 2.0 mL & /K (3.1.6) F 100 mL &, HZIE 3. 1. D EA FE 100 mL,.$%75)
J5 4% o I AT A

3.2.6  0.5% HERIAW - ERHFLHL 2.50 mL HIFR (3.1.3) JH/KE A ZE 500 mL. B2, I I HT B H .
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3.3 #trifEm

3.3.1 WEREEE Z AR UES (CHo Ny O46S; , CAS 5:3810-74-0, AW 43 F i i 1457.38) : 26 B K IAIF IF:
T B o S5 UE 5 8 A o 0 5

3.3.2 BRI WA B EFRE S (CoHgg Ny, Oy Sy s CAS 2 .5490-27-7 M X4 T 8 1461.41) . sk & H %
AR I 452 3 4 e 90 000 A5 b v I

3.4 IRAERKRHIE S

3.4.1  FRPREERE RARMEMA A (1 mg/mL, DIBERE Z 1) MEMFREL 62.6 mg B IR 55 % R A5 fE W i OFF 1%
% 0.01 mg) T/NEMP, KB R R 50 mL K8, )5 K ERZZI R, 55 B s o & ik
JE 1 mg/mL BFRHERE A . — 18 CHROGIRAE . AR 6 A~ H .

FE 1 FCR I ARIE AR HE ) T 75 2 AT AE XS 4 R T RS R AT A o AR

2. A EE M B UORE AR AR A R 5 BN B ORI R AR R
3.4.2 BiFR XA BEE R bR EME W (1 mg/mL., DLW A E R )  MEFIAREL 62.6 mg B B2 XA 5 5 X
PRAEY) BT O i 2 0.01 mg) T/NEM T KIS i IF 7% 2 50 mL 5 5 K E A B2 35,
il 5T B e B A 1 mg/ mL BRAEAE AT . — 18 C LR AU 6 A H .

1 FR A HEARIE AR HE ) BT 7 SR AT AR XS 4 S R T S AT A o R

T 2. A UK A A 53 BN L A UORE N A R
3.4.3 RAPRUER W MEFIFE I 1.00 mL 5555 R A5 fEAR £ W (3.4.1) . 1.00 mL BUE 5 8 % br ME 66 55 W
(3.4.2) B T — 10 mL 58 KRG BT 25 B 205 P840, il 5 vk B o4 100 pg/mL IRA
PRl EIE . 0 °C ~4 CHROBIRFE AR 11~ H .
3.4.4 TR AR I R DV R K B R RO A B 2 TR A AR MR IR T (3.4.3)  FH K I R R TR B R T 4y
%14 10.0 pg/mL.1.00 pg/mL.0.100 pg/mL B A ARAEH R . I HILEC .

3.5 ##

3.5.1  [EAHZEEBUH: (60 mg,3 mL) . N-Z 4 M g g i Al — 2005 F 28 35 7K 3% Bg S AU DR s A 24 &
3.5.2 TEEIELL.
3.5.3 PhfLUERE . AHAH B B . FLAE 0.22 pm,

4 {LI/AIRE

4.1 VRORE €5 = DUAR AT AR R BT < LA L %5 B TR (EST D
4.2 W R RSN 0.01 mg M 0.001 g,

4.3 TRIEIR G A

4.4 S HIEVEA

4.5 O FHE AL T 8 000 r/min,

5 ABEHESRE

5.1 XEmHl&

Xt JG 4 1A S 36 AR A oFF LI PR 2] XA R RE B R IR BT AR S AL T L BT A
60 “CHY/K I LA ARV R RE A AR REAL S 150 L 20 1 0.5 kg AR 0 lRE AR AT A b T 0S A 3
= B IR IC .
2
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5.2 HEHRAE
B URE TR T PR AT

6 ST R

6.1 $REX

HERFREL 5 g ialFE ORE A 2 0.01 @) F 50 mL B0 . A 10 mL $2HUE (3.2.3) ##iEIE 41 min,
R HEIC 15 min, U S KSR E 25 mL R E T S R R UK (3.2.3) PEik LR B0
VR BRI R BOK (3.2.3) A E 25 mL ZIEE 9841 82 2 50 mL B.04 1,8 000 r/minE
O 5 min, FIEWRAEA . BT A m AR, i E AT g S R W 5 mL PRV UACAE R AR R
WAL,

6.2 H

MW 3 mL HUEE .3 mL 7K 5 Ak [ AR A€ BURE (3.5.1) . #ERGAZEL 5.0 mL L&MW s g (6.1, IR
5 T 1 mL/min {4 34 A E A [T RH A€ IBORE 5 25 0 RO s TR IR BE P, B 2 mL s g /AR Al T
T 1.0 mL Yk B (3.2.4) FEAT Y B o 42 o 0 MR U AN i 1 L/ minG WS 2 FBE L. &L &
Ji§ (3.2.5) A A 2.0 mL RS T S ALIENR (3.5.3) i . A OHH (0335 83 K BT 35 237

6.3 ERBAIRERTRIFEF

FREUZE g i A 5 55 8 R RO A BE 5 R B PE I B AE 0L 5 10, B0 5 gORS i 28 0.01 ), 43 il
AJd R A AR P R (3,404 T U BE R R M O S E R R A O 5.00 pg/kg.10.0 pg/kg,
20.0 pg/kg.50.0 pg/kg F1 100 pg/kg (5L FTAE Al AR 6.1 F1 6.2 (1425 BRAGAE 56 180, % o7 Il 4k vk Jo i
e BE 4351 2,50 ng/mL.5.00 ng/mL.10.0 ng/mL.25.0 ng/mL.50.0 ng/mL, 8% & M 35 {3 £ i [ 5 5L
B 15 0 T ) 325 >4 e 32 3 TRl R A v th £k

6.4 MEFMH
6.4.1 SEHMEBIESH

S WA EIE ST

a) 3% SIELC Obelisc R FH B 722 #e (4385 AF (R R IR FE D (150 mm X 2.1 mm, 5 pm) . 5§
PEREAH 7

b) WA A NG (3.1.1),B R 0.5 % R (3.2.6) s B VR4 1 L2 1.

xR BERBER

B5f ] /min WA A/ WS B/ %
0 75 25
0.5 75 25
3.8 45 55
5.0 45 55
6.0 10 90
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1D
i [ / min A A/ T B/ %
8.5 10 90
8.6 75 25
14.0 75 25

¢) i .0.3 mL/min,
& FER 40 C,
e) J‘}_Hiif) HLD

6.42 SERFUEKH

S % s E

a) B s B R (ESTD .

by Ay = 2 O Wi (MRMD

o FAH A E R TR

&) HBIZE 5 500 V,

e) FALERIE J7:344.7 kPa(50 psi).

D A AJES:137.9 kPa(20 psi),

) HiBNSJE J1:344.7 kPa(50 psi),

h) Rl E F7:55.2 kPa(8 psi) .,

D BTFIRIRE 550 C,

P A TUARAT 34 R F A BT i A B

k) AR A B AR R A Dy el R A Y S AR AL S D T S R R
SR EE SR 8 P B X e BTN B R 2 R R Rl R A LR 2,

R2 BEZVMUSHBZHNRESH

ey Bt FE B R KR I B ] Till J2 A

8 (m/z) (m/2) A% ms \Y%
582.0/263.0 49

R 582.0/263.0 220 100
582.0/246.0 43
584.0/263.0 49

RS 584.0/263.0 220 100
584.0/246.0 41

FE . 6.4.2 (W RS SN LS 2, Y SR HR TR S B 0 L S 25 5 BT RE A7 A8 25 5 L UL 7 0% 3R 3% 5 B0 AL B a1
6.4.3 FRETITIEMZ&EHE

TEALFR B A TAE SR X B B 28 AU 0 B 2 09 BE TRTR & b vE VA R (6. 3) BEAT I 58, UL TR &
o VR Y T SR R AR B DA U T R R N AR B L 2 AR E T AE I £k . BE R R IR BE R R 1 £ N W
(MRM) (3% K 2 W A PR E AL,



6.4.4 TEMEMIE
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IR 6.4.1 1 6.4.2 1% 2% AR 0 72 A A0 2 BT A AR vV . BURE R AR AL 5 0 4 (2 33 e £ B Ik (1]

5 JBUIR  b E VA ROR BR I () AR LA B I AE £ 2.5 0 2 9

BURE R H AR S B PS5 5 5 0L B X Rl — e S 8 R R B AR S B P B T AR
JEE 5 e J3E A 24 9 TR A5 2 o s R AR A RO L L HL SR VR Al 22 Al 3R 3 RILE BV L U AR BB R i R A A

XA B AR
T3 EMEBHINENEFEENRARIFRE
M B TERE /% k>50 20<<k <50 10<<k <20 £<10
SR R AE X 22/ % +20 +25 +30 +50

6.45 TEEMNZE

T F 5 00 A £ ) 0 3% IO s o ph 2 ) 0 P L PR o o e Y L R I s o A R T
TR PR E W R R 5 28 TR A AR vE W) AP W B LI o B 3R DU B B 3R (Y IR I 12 2

PR G S A S WK S B R B,

6.4.6 ZTHIXEK

R AR S o 2 e 1R ) 2k 4R A

7 GERITE

B T BE R 2ORDOBU S RE B R 15k

Ao

X, — WA &Sy ( G=1. 2 W& & AN Mo T 38 (pg/ke) s

e (Dt
e XV XS

i

m

p: — MFRUET AR M A BN AR 2 43 ¢ G =1, 2) B IR BT i vk 32 SR S 44 3 B 22 T (ng/mL)
Vo —— il HE R A E AR A Z T (mL)

o aURE R T R R AR A AL
PREEEE A T (2) .

m

0 7 25 2R DL S 2 T BRAS 10 79 A S 5 R A RT3 L A SRR B S A RO

THE A5 R AR 25 L

8 MELRHFIL

X=X, +X,
{e
X — IR R R AR E RO OO RO T (re/ke) 5
XX, R i R 2 MDB U B 2 R A0 B A o B T 0 (g k)

AT LR R XU B R AR Bk B A R R R R DA R R B,

ceenn(2)
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9 RMFHEMNREE EHE BEE

9.1 REE

MBRFERLH 5 g B, A7 A B A R RO A R I ARt BRY 2.0 pg/ke, E BRI R
5.0 pg/kg,

9.2 HEWME
AITBAE 5 pg/kg~100 pg/kg TRINHSETEFE AN, BIFE K 80% ~120% .,
9.3 HBEZE

TE S 2R AR JAG A 19 0 S I A 45 2R 1) 245 0 22 (AN A3 SR X B 1506



Mo A
(TR

HERMNSHEERISTEIER

75 AR 2% e B v B R R AOUAU R B K AN 20 pg/kg 19 MRM (@35 [ LI AL,

18
16
14
12
10

Intensity

8
6
4
2

Intensity

000 -
000 A
000 A
000 A
000 A
000 A
000 A
000 A
000 A

OM

582.0/263. 0

A

3.81

S

Intensity

8e4 -
Te4 |
6e4
5e4
4e4 4
3e4 4
2¢e4
le4 -

0e0

1.52.02.53.0 3

.54

Time,min

584.0/263. 0

-

.04.55.05.56.0 6.5

Intensity

E A

1.52.0253.0354.04.5505.56.06.5

Time,min

8 000
7 000
6 000
5 000+
4 0004
3 000
2 000+
1 000

582.0/246. 0

ML

L

3.81
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25 000 4

[5~]
S

000 -

—
o

000 -

—
S

000 -

5 000 {

0 550555035404550556.0065

Time,min

584.0/246. 0

1.52.02.53.03.54.04.55.05.56.0 6.5
Time,min

FEHASBEERHEZMNEHEEERZRM 20 pg/kg B MRM & i E
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Mt X B
(FERE
[E] g 2=

TR e | A e I 2% e v 20 )R AT AR L b TR =R K R e A A ok B K
FPATINE 6 UK 0] e A R A X AR o i 2 F) U8 Kdle WL B,

#B1 FEIRMASHBEENFHEKERREEBXRERZNIXEHE

o kR 7K/ TR I A I 5% W 2
(pg/ke) Ellc%/% | RSD/% | Edg%/% | RSD/% | Higx/% | RSD/%

5.00 90.2 5.68 86.9 1.67 92.2 5.18
it 20.0 96.4 6.90 97.3 6.05 111.7 3.08
100 108.2 6.52 109.1 4.79 110.5 3.39
5.00 94.0 4.86 93.3 2.88 97.5 2.34
PR o 20.0 104.0 3.72 103.3 1.66 109.3 3.16
100 113.2 2.13 113.0 1.23 111.3 3.24

A7 E TR BB IR A B 25 R B IS e

AR TT L SR AL AU U B i 4 M P R KBS DA r s | I T R M A B B AR T S B DU 1T
B 24 AR S A 0 e L DU Tt ot A 5 L T TR 2 R 5 T

AT7 ik EEGR N R BRI XU R0 S 2 I




