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ASHRHETE I ACOR} H 4- T IR AT 2 FE R IR AR F) 0

2 AsEtESI At

NE SO T A SR N AN BT A . ML H R 51 SCf, A0 H 3R A IE T A S0 .
FLEAEH I G H SO, HEHA CEFERTA B SE) & HH T AR
GB/T 66824 M7 5256 % F /KBS AR 6 7 v
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BURE R R 4- R RE KA 2- YRR IR 22 K V5 A el bi B, IRV 3RS, BEAHACEUR 4k, WO - A
BRI g, WAREE R .

R SHIESTYE S

BRAESIA UL, ATTERT G N M 4l JK IGB/T 66828 5E ) — 24K
4.1 150
4.1.1 ¥ (CH;0H, CAS: 67-56-1) : faifhafi,
4.1.2 ZffE (CH3CN, CAS: 75-05-8) : fhiftali,
4.1.3 g (CH,0,, CAS: 64-48-6) : {aift4li,
4.1.4 HWRH (NH4CHO,, CAS: 208-753-9) .

4.1.5 K (NH; « HyO, CAS: 1336-21-6)
4.2 B RECH

4.2.1 HEGKIEW (2%) = HEFIEEL 2 mL FERAT 98 mL 7K, JB& G H .
422 K FEEVER (5%) : HEFAEE 5 mL Z /KA1 95 mL HEE, JB&/E8&H.

4.2.3 HIREAI (Smmol/L) : FREL 0.0945 ¢ HIREE MR TiEE KT, H/KERZE 300 mL.
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424  Z.Ji5-5 mmol/L FRREIE (9+1, MAFLL) « MEFEIL 90 mL ZEH 10 mL 5 mmol/L FH R4
W (423) , BE.

4. 3 FrfEfm
4.3.1 4-F LK (4-Methylimidazole, CsHeN2, CAS: 822-36-6) . 2-FFEBKI: (2-Methylimidazole, CsHeN>,
CAS: 693-98-1) , ZlifE¥)= 98.0 %.

4.3.2 WA : 4-FFEBK-Ds (4-Methylimidazole-Ds,CaDNa, CAS: 1219804-79-1) : 4i/F=>99.0 %.
4. 4 FRAE S BT

4.4 1 FRUERE S (1.0 mg/mL) = FREXA-FH L R MR AN 2- FE LRI 4 10.0mg CREAH220.01mg) , 10 mLAF:
AR ERT, HPEVARE AR, 5, FH K EN1.0mg/mL ¥4 FIE BRI | 2- FI BE BRI AR v fifh
R, 20 CREOGORAF, FIERAFODH .

4421 F5 i % (1.0 mg/mL) : FRELA-HJEIBKIE-D610.0 mg CRER420.01mg) , T10 mLER LA &I,
P RS AR E A B 20, $R4), THI KR E 91.0mg/mLIk4- F LR ME-Defi¥ £, 20 CREGARTE, AR
£6 1 H o

4.4 3V EHRE AR (1.0 pg/mL) « K25 5 H4- HY LK P AN 2- F L R A AR AE i 8 %-0.25 mL, 125 mL
e, HZME-5 mmol/LHIREVA (4.2.4) Wik R AR, BCH| IR EIH10.0 pg/mLIEA FRfEE
WA, FREBGZHENE L0 mL T 10 mLAERF, #5, 151.0 pg/mLIBA bRt TR, 0 C~4 Cif
JIRAF, PRI H

44 AWAR TAFVEWR (1.0 pg/mL) « K% 2 HU4-H FEDKME-De W A5 ifi £70.25 mL, T-25 mLAENH, H
F R AR B 200 B Tl BRI P2 5 10.0pg/mL A P B b v AR VAW, PR BGZ A (A7 1.0 mLF 10 mL& 25l
t, 851, 151.0 pg/mLAAR TAEVEW. 0 C~4 CROGIRAE, TTREINH.

4.4 5hRE M AR & RS B BOE B R A AR AR N ARARHE TAEE, T 4J5-5 mmol/L HY R %
T (4.2.4) FRREHCHT 3.0+ 15.04 50.0+ 100.0+ 500.0 ng/mL Z S FRAEA TR (BRI 1 °A10.0 ng/mL).
DU HE VA VI AR 2 53 Ve THT AR 4- Y K - D DS THI A F) LA N AR B, B R VAR R A b, 221
PRt 2 o

TE: AESEERRESHINE AT HRAE A it AR P TR R A of ot 2 VL R AT PN BRI
4.5 4%}

MCX [EAHAERUE: 60mg/3mL, Bk=2%, (AR OCH 3 mL HEEAT 5 mL K& k.
5 UFESRE

5.1 B EIE-REARRIE(L: Mo rmi s B k.
52 9 RFE: JEE 0.00001 g f10.01g.

53 &%
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5.4 RIEREIZR: ek 3000 r/min.
5.5 BO#L: FE 5000 r/mins
5.6 EHZERRE.
5.7 BRI
5.8 REM: 10mL.
5.9 #i®H#: 100 uL. 1.0 mL 1 10.0 mL.

5.10 BHLRIERE: 0.22 um.
6 WEFIESRE

6. 1 B RIFFm
Rl FE T8 R 215 T .
6. 2 HAhHEH
RARFETE MRS, IR AT EE IR, AL R, BCRIERH TIE .
6.3 HEFMHIm
RS DA i 22 TR B35, DR AT HER, FERmAILR, WCERIEBH T .
6. 4 BRI
R PE R B A5 b e 7 S, se IR S0 e T IE

7 ME BB

7.1 $2H

FREGAFE3g CFERG220.01g) T 10 mLAENH, A WAR TAEER (4.4.4) 100uL, HKEZREZ10.0
mL, #E¥% 10 min, 4500r/min N &5.0>Smin, HU_EEEWHE .

7.2 %

BURER (7.1 L 1.5SmL FEE_EREFIRALIE A MCX BIAHREEUE (4.5) &, AREmiaisidit)s,
WK 2 %FHBRAKIE (4.2.1) FIHFEES 5 mL ke, FH 5 %ZUKHEER (4.2.2) 9mL L, Bl
WT 40 CEAWIET « H -5 mmol/L B (4.2.4) 1.0 mL WEARARE, InigiR>), JEME (4.5.2)
g, FEE

7.3 3ME
731 BHEBIESE&Y

a) ifkE: HILIC (2.1x100 mm, 1.7um) , BifH %43,
b) FEiE: 40 C;
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¢) Viik: 0.3 mL/min;
d) HEFEE: 5.0uL;
e) ImahtH: ZHE+5 mmolVLHFREVA W (9+1, V/V) , ZEEEVe,

7.4.2 FRiESEEH

a) BUR: A S B TR

b)) AT IEE TR

o) fTr: ZRMEN (MRM) ;

d) WZEHE: 3.5kV;

e) BTEMERE: 320C;

) WiZSIRE: 300 C;

g) #<: 35.0 Arb:

h) A#HBIS: 5 Arb;

D EME T B0 KON R )L R R Al L LR .

R14-FEKIEF2-RERM N RIS E SRS ERILESH

AW BT (m/z) ERET BB HL Tilf3% e
(m/z) (RF Lens) Q%)
(V)
83.2/56.3 17
A-FEEEM: (4-MeD) 83.2/56.3 54
83.2/68.2 32
83.2/56.3 17
2-FEEK M (2-Mel) 83.2/56.3 54
83.2/68.2 32
TR A- R BE IR s 83.2/45.4 63 % 30
(4-Mel-Dg) 83.2/61.3 ' 20

743 MEFE
7.43.1 EMNE

FEFREMI SR, e H AR S YR O/ B I 18)-5 B v AR T H AL S Ok B I TRI AR L
(i ZEAE£5% LA, ELASI B K88 A 2, 2 24 55 R B A S IO AR v BRI N 25— B H eV 2 b
PR 2 2K

R2EMIENBNE FEENRITRE

FHXT R, % RVFIRZE, %
>50 420
> 20~50 425
>10~20 +30
<10 +50

7.4.3.2 EEMNE
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BOR PR BANARHEVE I AR 8 m B2 SOReHE, 3% AR DA AR LETH 5 X IR S e i i T 4-
PRI | 2 FFY I IR AL N1 4. FETJEE IR AR -l 1 0 SRS AE AR AT I 2R VBBl 2 9, B T R R K
W R B 1, A-FBEIKIE 2 A BE DRI AI4- PR DK I -de 22 S S2 I (MRMD RFAE 851 Joi & £
I LB A

7.5 =R

BRASINGARESS, 3% bRl g 20 BRAEAT .
8 LRI EFFRIL

WA R R B 4 (1) 5

X:AXAI"SXCSXVCI‘SXV ...................................................... (D
A x A; x Cg xm

s

X — il Rk E R, BANEOCE T (ugkg)

A — 1 URE VA 0 I R e T A

A —BUFEIEBUR A B A I TR 5

ALy — A T A P U T A

Ay TR S A B T

Cy —HRlE TRV R, BRGNS A2ETt (ng/mL)
C R TAERUR PR IR SR N A28} (ng/mL)

C s —FEEIUT ARSI EE, BACAP =TT (ng/mL) ;
V— e 28R, BACAZETE (ml)
m—iFE R, AN () .
THEARTANERT A, WE LS RAHATIE WEAR P IERTR, R =08

9 FENREUE . EFREMEEE

9.1 REE

4-FH LK AS HH PR 3.0 pg/kg, 2-HI SRR IR A HH PR 5.0 pg/kgs 4-F SRR IR FN2- B L DK e i 5 B 4
410.0 pg/kg.

9.2 ERHE
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4-FE IR E3.0~50.0pg/kg i 17K b 1) [ WAL 2690 [ 9.80.0%~113.3%; 2- F FEBKETES.0~50.0 pg/ke

IS AR FEE 7K P 1 [T S 22 5 Bl 2h82.8%~120.0%

93 1EHE

AR5 A AR R i 22 << 15%, -k TA) ARG o i 25 << 20%
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Mik B
(CERMEMR)
4-FAEL BRI FN 2-FA ELRRRASA 5 B8 40 T B98N [B1 U 3R K 1 25 S iR

RBABKIRVCRE RPpR IO, FRUORE WIHEORE B R T DORE R 4- F R R IR R 2- FE S R e
WRE 2 Imie% (n=5)

. NI ElrEs RSD (%)
FE A ’ '
(pg/kg) (%)
10 89.0~95.0 0.5
25 98.4~119.9 2.1
4- F L IR e
50 105.2~111.7 1.0
. 75 95.0~112.4 2.7
TR Rl
10 92.5~96.1 1.6
25 88.4~104.4 7.0
2 FA FL R
50 99.4~104.4 4.2
75 109.7~118.7 2.9
10 96.6~100.1 1.5
4-HI BRI 25 97.6~103.6 2.6
i 50 98.1~102.5 1.8
RER & Ok
10 96.7~98.7 0.8
2 H Lk s 25 99.3~100.9 0.8
50 98.1~102.5 2.0
10 88.9~92.3 1.4
4- F L I e 25 99.2~104.4 2.2
N 50 97.8~102.8 1.9
R
10 98.8~100.4 0.8
2 FA L e 25 96.9~98.8 0.8
50 97.8~102.2 2.0
10 94.0~99.0 2.0
4-F L R e 25 98.5~110.4 4.1
50 91.9~98.8 2.7
ek
10 93.0~97.0 1.6
2 H B R e 25 102.3~107.5 2.1
50 88.8~104.7 5.9
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o ey N ImoK-F ELES RSD (%)
" " (ugkg) (%)
3 80.0~116.7 3.1
10 94.0~111.0 1.6
4T ks
25 80.8~110.8 32
‘ 50 96.2~103.4 2.6
RERT OB
5 84.0~110.0 5.5
10 84.0~120.0 6.9
2-F L R e
25 82.8~115.2 3.3
50 85.2~109.6 6.0

10
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