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YRR M E G254 & X514 1-DQCT. BDQCT. MQCA 7% E=H]
ME RIEBILE-BEKFRILS

1 SEE
AHRAERLE T SR i A A R 245 ) J AR 1-DQCT . BDQCT. MQCA%E BE 5l 52 fA v AR 6 1 — i
B3 1k o
AFRAEE T FER 8 O FIXS B v (v S i 24 40 S AR P9 1-DQCT . BDQCT MQCAWK B8 & I 52 -
ATTIERIRH BRI M1. 25 vg/kg, TEMRIN2.5 vg/ke.
2 HSEMS| B
RBN SRS T A SR R S AT LY H IR 51 e, AT H IR ASE B T A S
JLRAREHBIR 5 SCE, HEhis CERETA s & A
GB/T 6682 437356 = FH /K BUAS AR 56 77 v
3 [EIE

K B8 ST BURE b v 47 B A A1 1-DQCT . BDQCT. MQCA, $EHUI £ AR LB/ IME 154k,
JERE L8 J5 VA € Bl — R B SR VR AT 2, AN E .

4 R

BRARSARE, BT O B 70 A 2L A -

/K: GB/T 6682, —%.
LR O BE-

CRE: ke,

R il
R, ikl

HRR. fhigal,

0.1 %FFR/KAM: AEFEEL 0.5 mL HER (4.6) , MK (4. 1) #fE= 500 mL, B,

0.1 %FERAMERW: ERAVLEL 0.5 ml FFR (4.6) , NS (4.3) FkZE 500 mL, VB
20 %FEEIAR: MEREEL 200 mL HEE (4.4) , MUK (4.1) FEEEE 1 000 wl, VEAT.
Ve AETREL 20 mL 0. 1% EEAKVEW (4.7) , K (4.3) k% 1 000 mL, JB%A).
0.1 WFERAMERW: 0.1 WFER/KEI (4.7 +0.1 %FERMEHI (4. 8) =T+3,

WEJAEE (QCT) XFHEN: 4HBE=98.0 %.

3 FERE -2 FRHE (MQCA) XFHE L. 4EE=98.0 %,

N1-Fi S84 (1-DQCT) XfHE e 4 =98.0 %,

Fiit — £ AR (BDQCT) WFHE L. 4l =98.0 %,

© 00 N O O A W DN =

O e A e e i
Lo L Lo
B W N = O
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4.16  FRUERE VAW 2 DIFRBUE AR IR S (4.12) . MQCA WJHE & (4. 13) . 1-DQCT %R & (4. 14) |
BDQCT X JE A (4. 15) 10mg, B 10 mL A AR, A 1l () WK (4. 5) W)E, MO8 (4.3)
ERBZNEE, BCHERIREEN 1 mg/mL MIFRHERE &V, —20 C VKARIRTE, AN 3 M H.

4.17 JRAARUETDAAT: AR O RER & 1-DQCT. BDQCT. MQCA FRyfEfi &V (4.16) % 1 mL BT
10 mL ZEHT, MK (4.3) ks 10 nL, FCHIRIKE N 100 v g/mL VRS hrdE TAEE W

4.18 FEFUREHRHE TAERR AR HERFIRREL 5 42 FRFE (2.0 g, FE#ZE 0.001 g T 50 mL RN
OB, MR TS B A I BARFR VR A At R (R (4. 17) 5 TRk 2. 5 ng/mL+ 5 ng/mL. 10 ng/mL.
50 ng/mL. 100 ng/mL MEEPURGHRAE TARRART, ARG 7. LA 7. 2 345, (R il — A BRI i1
T

4.19  Ci BIFHAERUE: 250 mg/3 mL, BRILETERESSMURI M,

4.20 TRALIERR: 0.22 um HHLRITJERE.

5 (UF{igE

5.1 WM —EBF (. (HPLC-MS-MS) : MoA Hmi% 5 7R (EST) .
5.2 3HTRF: EE 0.001 g F10.01 mg &4

5.3 e HHEAMKT 20 000 r/min.

5.4 AAMTAL.

5.5 i Cu, 2.1X100 mm, 1.8 wm, BLHEPERERBUARET.

5.6 ELOHL: HHEAMKT 10 000 r/min.

5.7 JEmIRER.

5.8 JEFHAERA

6

(=2

1 AR

ey R Do e B R (L S T A B
By a s AReah . VR Fk R
Byt Ja (22 PR ESINIE B B OB AR AT 9 T IalRe

2 ERE
-18 CLAMRAF

[=2]

~

RIEL R

7.1 ZH

SPATHP O S s, FREGAFE2 ¢ CREM%0.001 g) , B T50 mLRHFMHEOEF, MR ZR ZH
(4.2) 10 nL, ¥R minfG, F10 000 r/minB0r10 min, HUEFERL BB —T5050 LR P55
OE T BRIEHEFRIMAL nL LR AR (4.2) EEHRI R, BOEEIF LB, B LB T e AR
150 C/KIG, HERZILT. UEFIMA2 nl 20 %HFEAR (4.9) MR, WIERE30 s, k.

7.2 &k
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CoFHAERUR: (4. 19) WRRA3 mLHEE (4.4) | 3 ml/K (4. 1) FREEEL. HIRBOR S 2 OISt
ICBEAAERRE (4.19) &, REFRE AR /s, TIA3 mLAK (4 1) Wik, 3 mLEEMi (4. 100 i, Uk
LV T5. 0 mLEOE S, 40 CHEART. FREMAL 00 nL&0. 1 $HERCREER (4. 11 #HE, HR
FLUEE (4.20) I3E, BUERAENHPLC-MS-MSHLR M VAW, RAIMIAT S50 &,

7.3 ME

7.3.1 A RE S

a)  iEFE: Cuw, 2.1X100 mm, 1.8 um, BRI PERERLKIMT
b)  VRENAH: 0.1 BHEKIEW (4.7, AMD , CFF (4.3, BHD
¢) VRi#: 0.3 mL/min;
d)  HFEE: 5 ul;
e) HE: 30 C;
£)  TRBNAH B EE B SR WAR 1.
F1 REtBRGERREH
A (min) A ) BAH (%)
0.0 95 5
2.0 60 40
3.0 60 40
4.0 0 100
7.0 0 100
8.0 95 5
9.0 95 5
7.3.2 JRESHE KM
a) BRI ERIEIEE T (ESIH) |
b) BAIEHEE: 3 kV;
o BETFHEEE: 110 C;
d)  BEFIR (N R 320 C;
o)  BRVEFAR (N Y. 550 L/h;
£) W7 2RI (MRMD
g)  MEIGERZEY) MG 1-DQCT BDQCT MQCA [FIHFAEES 5. hlff fE B AL L R LR 2.
R2 HIEBTFX. fliEgEEAHEFLEE
R A1) BT FHT AL/ oV HEFLALIE /v
1 W 475 Pl 307 273 15 24
2 1-DQCT 189 143 10 15
3 BDQCT 291 159 10 20
4 MQCA 275 143 10 20

7.3.3 EMENE o L RRE G IR £ B IR (] S5 RH AR 7 i 0 DR B IS R) L % € b e PO AR L 25 15 M VR
JEE A T 2% €0 VB e PR ALE 25 RN SE A o R S A v i DR B I TR RO ARI O i Z2E 22,5 %2 s IR
IE T 1~ ORGP 5 W AR b AE VAV KRR 32— B, AR 2 BE 22 AL 3R 3 MRLE, U mr ) ik e
SREERE IV AR A A= /R
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=3 EMNERBENBTFEENRARITRE

ST EFFEE, % >50 >20 % 50 >10 & 20 <10

VPR ZE, % +20 +25 +30 +50

7.3.4 TEENME. NEEFAMME TAREBOERE, DGR AR B AR TAR SR B A AR 2 ]
Pt TAE M2k, FAARUE TAE fh 2 RE S R AR AT &, R S VA T e M W 2490 S AR 1-DQCT
BDQCT. MQCA HIMi AR S AEAY 2% 8 LR MEVE Rl N . IR B 25 A2 AR ) 1-DQCT. BDQCT. MQCA YA I %
SOSIWEII (MRMD €2 P 2 LB 5% A

8 HIGEIEAIE

BEARIARE i J75 R A2 1-DQCT BDQCT. MQCARR B LR & $ o, BAIU wE T RN (ng/g)
e (1) 5

AXCXV
a)z—
A XM (1)
A A
A——RFEVE W TP s 47 A2 1-DQCT BDQCT. MQCAUETHIAH s

Ar——FRAEVE W T 45 i A2 1-DQCT . BDQCT. MQCAUE I A s

C ——FRUEVER A ER 2 1-DQCT BDQCT. MQCAWKSE, PAf NANTIMFZZT; (ng/mLl) ;
V ——UHRRIE AR, B ES (nl)

m —— AP E, FANT (g) .

e TE S BEAT I E (A ME IR, (R = BT

9 RBEE

FEERVERAET, PIRSCRE 2 RS AP IE 20 2246, AR TIZTHIMERLS %.




DB37/T 3818—2019

M % A
CERMEMS
I EERZ5 4 R 4K 5149 1-DOCT. BDQCT. MQCA SE& R4 T1E%AT MRM &L [E

WIS B 250 )2 AR 1-DQCT BDQCT. MQCAJR-&FrvHE T AR MRM 3 2 WL IEIA. 1.

%10 ¢ |~ESI TIC MRM (%% —> %) 20160614—biao500ppb—001%. d
-
o
%10 2 |~ESIMRMFrag=100. OV CIDE24. 0 (307. 0000 —> 273. 0000) 20160614-b120500Ppb—0013. 4
sl =435 QCT
1+ B
2
o
%10 ¢ |~ESIMRMFras=100. OV CIDE20. O (231. 0000 —> 159. 0000} 20160614—biac500ppb—0013. d
1 qft -
1]
o
%10 3 |~ESIMRMFrag=120.0VCIDE20. 0 (275.0000—> 143. 0000} 20160614-b1a0500Ppb—0013. 4
e 4. 587
2 BDQCT
2]
]
x10 ! |~ESIMRMFrac=100. OV CIDE15. 0 (153 0000 —> 143. 0000} 20160614—biea500ppb—0015. 4
b B E = zE=
55 MQCA
s
4.5]
0’2 0’2 o'e 0’8 1 1’2 174 1’6 1’8 2 =2'2 2’4 2’6 2’8 3 =2’z a4 3'e 1 4’2 272 2’ 4’8 5 5’2 5’2 5’6 578 © 6.2 6.2 6.6 6.8 1

= %thj (iHH‘J

A1 REFERREILZE (20 pg/L) BIL RBRIAT (MRM) f&itE

PR K= Aa

ACQUITY UPLC HSS C18 SB 100A
C18 HHBIEHE 1% 186004119
1.8um 2.0 x 100mm

C18 ElI#8ZH#iE | KEPNO LC-C18 SPE 250 mg/3 mL 50 Z/& SC-57308
BURFLTIEE Nylon 50mm x 0.22um 100 K/& SC-TJ0002
R E TS 5 uL 51mm/22#/0.028” LC FE L 1% 001301

SMBEIEERAE | EE+5-80T 18 XD-1
FHERFIHR

P 60g/0.01mg 18 QUINTIX65-1CN

BF o RE 200g/1mg 18 JA203N

ERE SR mEES ( BEEE 2800rpm ) 1& XW-18DL
ARFEELOHN | REEE 12000rpm( 35/4 ), 48 x 0.5mL 14 TGL-16GB
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TR AR AL BahFA M, 0.5-2L = RE-52AA
s =R ) 5N HHINE: 200W; #iE: 300-23000r/min & FJ200-S
BEMFL 24 7., SfkimE 0-10L/min, T4k & FN-24A




