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Determination of diazepam, metronidazole, dimetridazole and chlorpromazine
residues in aquatic products by UPLC-MS/MS method
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7.

Il

it

ASCAFFEEGB/T 1. 1—2020 (hrifEAL TAE T S8R5 AnifEAb SO RIS A RIS BRI Y R0
L,
TR AR SRS L S AT RE B R o AR SCHE B R AT WU AS AR IR 315 R 6 AT
AT A A T A TR A B
ASCAF VLA w2 1.

AR T AT A 5T AT T A B
A BN ST THRIE. SKER. PRBRBE. fEH. 2UA.
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K= AR, 3th SR04 AN S R ik B B RUINE
BEIRHEeIE-RKRIEE

1 SEE

ARSCAFRE 17K it a e L PR L SR TR R S A P Bk B G DI ) A A A s 28R -
AR BB SO 5 00 5 7V
ASCHEE T KB R E . PRSI b S I R S A R B B R P E

2 MuMsIAxH

B S A ) P A A S AR R 5] TS BA SCA AN R D R SR R He e, v H I 51 A S,
A% H IR R I ARCAR I8 T AR AR H IR S SO, HEoH A CBFEIra e scs) EH T4
A

GB/T 6682 43 #1556 % F 7K FUAS AR 56 7712

GB/T 30891 7K7= A A v

3 ANBEFMENX
ARSCEA T BT PIARTE R E o
4 [FIE

BURE ] 90% Z S /K IR I 2 i, BB 29 AR AE R B 4R . 94k, B e ROBURE Eu i - B R R
WO E , A RRTEE B

5 IR

A A IES, FrERAI A4, K AFFE GB/T 6682 FE i — %K
5.1 K5

5.1.1 HfE (CHsOH, CAS 5: 67-56-1) : faifdli,
5.1.2 R (HCOOH, CAS 5: 64-18-6) : fhifk4li,
5.1.3 25 (CH;CN, CAS 5: 75-05-8) : faif4li,
5.1.4 #hE (HCL, CAS 5: 7647-01-0) .

5.1.5 &K (NH3-H,0, CAS 5: 7664-41-7) .

5.2 RiRHECH

52.1 90%ZME/KIEW: #HL 900 mL LM (5.1.3) H/KMREHEA S 1000 mL, #E25].

522 0.1mol/L FRIR/KIEW: = 8.3 mL R (5.1.4) F/KMEEH €42 1000 mL, #E5].

523 FALHEEEWR: = SmL Z/K (5.1.5) HFEHEFERE 100mL, #5].

524 0.1%FER/KAEMR: & 1 mL FEE (5.1.2) F/KBERIFERE 1000 mL, #25.

525 0.1%FERHFERR: I 1mL HER (5.1.2) FHEE (5.1.1) MHEIFERZE 1000mL, 5.
52.6 0.1%FER/K-0.1%F R FEE (80420, V/V) : E#=HL 80 mLO0.1%HER/KEW (5.2.4) F120 mL 0.1%
HR FR VA (5.2.5) TR2AT.
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5.3 FnEm

53.1 HuPUPERRAES (CieH13CIN2O)  (CAS: 439-14-5) : 4l =>98%.

532 HuSERSMEARHE S (CsHN3O2)  (CAS: 551-92-8) : 4lifF =98%.

533 HRHMEFRAE S (CeHoN3O3)  (CAS: 443-48-1) : 4iJF =98%.

53.4 SENMEFRES (Ci7H19CIN2S)  (CAS: 50-53-3) : #lifF =98%.

5.3.5 HuPE-Ds FRUES (CiHsDsCIN2O)  (CAS: 65854-76-4) : 4l =98%,
53.6 HiZEREME-Ds Bk SL (CsHaD3N3O2)  (CAS: 64678-69-9) : 4liJ% =>98%.
53.7 WHEME-D4 ARUES (CeHsDaN3O3)  (CAS: 1261392-47-5) : 4liJ% =98%.
53.8 FNMBE-DehrtfEdh (Ci7H2CLN2S)  (CAS: 1228182-46-4) : 4 =98%.,

5.4 tRERREEE

5.4.1  ARiHEAg A B PGP HOSE A ML | FERE P AT ST VR B A B 25 10 mg, RS EEFRRE, 20 A0 EE(5.1.1)
ERAIFREEA S 100 mL AR E, B4, HISIRERN 100 pg/mL PrAEE &R . B4 H
FWAE IR T FRUEY) FOIE 1 AR AEVE . -18°C K L T 44847, AR 6 MH.

542 WARMERR: BHLFEPE-Ds. Hi L ME-Ds A ME-Dy A1 E R -De ARHE 0 % 10 mg, FEHFRE,

Iy SR EE(S. 1.1 E B A AR IR R 100 mL AR (R B, $827, HIBUKREYIN 100 pg/mL 1M bRl
B B E FAEI AR T ARAEDFOE T AR A W . -18°C L LA R 61 0R 17, AU 6 M~ H .

543 REAMETAIVE: 2 IHER BB HERE A M(5.4.1)% 0.1 mL, T 10 mL fE 83, I EES.1.1)
MRBEZRZIEE, HIMIKEA 1 pg/mL FRERER . -18 °C R UL N R MR, A3 4H.

544 JRAEWMETEWR: EHEIURSFUETEIR (5.43) &8, FAFEG.LODEE, #RaERES
PRl TAEW, BLUECHLA .

5.4.5 TRAPIFR TAER : 73 7 HERF B BN BR il 2% VA 7(5.4.2) % 0.1 mL, T 10 mL KRt K &0, FH HEE(5.1.1)
ke, FCHIBGREEN 1 ng/mL FITR G WAR TAER . -18 °CR LR &0/ AF, ARUH3I MH .

55 HE

5.5.1 IREBPHES T [EAHZE B : 150 mg/6 mL, BUAH % .
5.5.2 557K PTFE £F30d 8 8% : JEMEFLAE N 0.22 pm, BUFH 43 .

o

1B RN &

T R RSO - R IR B A OS2 B TR
B R IR 0.01 g A110.00001 go

TR ETR £ % o

FRAL

[ A A R

SRS AN S
aN W N -

~

RERHIESRE

R
¥ GB/T 30891—2014 [ff 5t B f R Ik
a) B UE HERE S, E R
b) HIFEME AR, ERNS AR
o) USRI FIRESY, IS IR EE AR AW, PR B niel

2 WERIRTE

~

~
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8 MELE

8.1 #HmALE

FREX 5.00 g i0FF (HERIZE £0.052) T 50 mL &0 & H, A 1 pg/mL A PR TAEM 10 L (5.4.5),
TIPS o TN 90% LME/KIE (5.2.1) 15mL, 74 iEA]. 8000 r/min £5.0» 10 min. ¥4 10 mL Fig i F:
P2 15 mL EO0E T 40 °)CARB AR EILL T, A 0.1 mol/L EHER/KFEW(5.2.2)5 mL EHEFHF1L,

A AH A BORE , AR 5 mL FEEAN 5 mL 7K 4, 4 EVA M PAZ) 3~5 mL/min It 1808 [ AH 25 Y
(551 o dFEEKIRA 5 mL KA 5 mL FREEMGE, kT a6 mL 24 FEIER (5.2.3)
Vel . PR T 40 °CC/KIS A SR EITL T, H 0.1% TR /K-0.1%HEEHEE (80+20) (5.2.6) EAXRZE 1
mL, RFEEE] 1 min, 3T 0.22 pm &FFGTIERS (5.5.2) , AR & B - A eSS0 R

8. 2 FR e Z AV &

ot B OO B VR B A TRR(5.4.3) M SR & W bR TR (5.4.5) 5 HH 0.1% T ER7K-0.1% FH R H
fiz (80+20) (5.2.6) FCil Bl [FI A7 2 WARIREE N 10 ug/L LA B4R EAN 0.2 pg/L. 0.5 ug/L+ 1.0 pg/L.
2.5 ug/Ly 5.0 ug/L 10.0 pg/L. 20.0 pg/L A1 50.0 pg/L RFFRUEE I . LI ZH 43 FORE N P i 14 0 T A7
ECAE AT, W FE LB AR AR, SelbnriEdi 2, TH 5 B T7 R AR 5 R 4K

8.3 ME

8.3.1 KHEBIESERN

a) i Cis (3.0 mmx150 mm, 1.8 pm) , ERPEAEAH 2,

b) WEIHH: AN O01%HER/KEHR (5.24) , B R OI%HBHFRIEHR (5.2.5) 5 BRETMET I
% 1;

c) fEifi: 40 °C;

d) Jii#: 0.25 mL/min;

e) HFEE: 20 uL.

x1 RENBHEERIERF

S [A] A B
min % %
0.00 80 20
1.00 80 20
3.00 30 70
9.00 10 90
11.00 10 90
11.01 80 20

8.3.2 FRiESEXM
a) BT IR B T UR(ESD, R8Tt
b) BAHE L 4000 V;
o) THAREE: 340 °C;
d) ZHAIET: 45 psis
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e) TS iE: 11 L/min;
f) AR 2N ENMRM), 380 WIS 1 W% 2,

F2 WA, REE., HEEW. SRREARYINESGET. FET. BREEMDERS

W BEg 7 FEF R filf 4% g B
- m/z m/z \% eV
i 193. 0% 135 35
Hb 285.0
154. 1 135 30
128. 0% 80 10
FF i e 172. 1
82.1 80 25
96. O 80 12
5 iR e 141.9
81.1 80 28
86. 0% 100 18
AN 318.9
58. 1 100 46
PG PE-D, 290. 1 198. 1 135 35
128. 1% 95 12
R m-D, 176. 1
82. 1 95 25
b SE R ME-D, 145. 1 99. 1 95 15
L 92% 100 18
FTNE-D, 325
64. 1 100 46

T rRETRTET
8.3.3 EMMNZE

FEFIRERNNR AT T, R IR b #2020 ) O B I 1] 55 6 A7 J5 O B I TR0 ARDXT O 22 AE£2.5% LA, HL
AN PR 78 A 8 AR =R B, N5 R EE A 22 RO VR T VB 5 P 2 RO RN 2 B — B0 B 55 0k oy
BT FEENAFEER 3 R, SH RN ESHEE 4,

*3 BESRRFRBTFFEELENXR

BALNE S
YR AR B8 T AE T = >50 >20~50 >10~20 <10
FOE AR 2 +20 25 +30 +50
T4 M. EPREME, HhEREMESE(REERTE)
min
&4 Bk {587 i ]
Ho a2k 8. 944
FH g e 5.080
b 5 T e 5.410
SN 6. 803
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8.3.4 EEBME

WU A A TAR R AE A RUEREIGE , 15 5 2 e, AR TR &, SN ARTL
TR, P b pa e DA PG PE-Ds AR, HUREIE DL RS E-Ds AR, IS A DL SR IE-Ds 9 A AR,
SR AR WR-De A bR o AR THE TS 1R I 2450 B4 ) IS 320 7 AE S A AS I B R R YRR Y o A |
AR RSB - 2T, R AR AR AR R T B R 1 P LB R A
8.3.5 ZTHIAW

e et BRAIAR RS, SRATAR R 52 20 SR AT P AT A
8.3.6 FATIAE

1% BRI 5E A RIS BT A —#F A AT AT B8

9 HZERUHESRR

BRI YR B RAL A ()T, HRERFNR S A, 85 RIRE =80T
__x x1000

A
| — BB R, BB T (g/ke):
— BT L IR, AR T ng/mL);
— R, AT (mL);
— B, D).

10 WNFERYE. EREFBEE

10.1 REE
KIVER IR A 0.1 pg/kg, EEM N 0.5 ng/kg.
10.2 EME
ATFIEH T RS HiSE RSP ATE A BETE 0.5 pg/kg~5 pug/kg I L FI [RICE A 70.0%~
110.0%.
10.3 REE

ATV AT B AE R 22 <15%, kA AE G FRAE IR 22 < 15%.
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FRTHME ., MbRfimd, AR R ERRIFES TRERIERE (1.0 pyl)

PR e . ISR IE L PG PR EAR IRV (1.0 pg/L) RFAIE S 7 B (3 & LI AL T

0%

i

0

o3

wi0E

=102

w10*

&0

02

1-ENE-DAFIE S F R G & (3256>64.1)

«EE MPM Frag=130 0¥ CF <0000 DF<0 000 CIDS46.0 (225 0000 - £4.1200 w ST01 2 &
‘ | | 1 | Ep | | 1
| I |
<EE1 MM Fragal 10 0V CF & 000 OF <0 000 CI0E 180 (125 0000 -~ 53 D000 v+ 57010 4
bl I | | 1 | 4 | 1
. LA |
~ES! MM Fisg=120 OV CF <0 300 OF =<0 000 CI0@-45 T (30 33005 58 1200 vA-STO1-100 4
i | | | 2 | L
| | | ﬁ\ | . _
+E%1 M Frage170 OV CF ol 000 OF £0 000 QDS 180 (310 3000 -2 §5 0000 1570140
& ‘ | | fk 2 o | | 1
«EE] MPM Frag=05 OV CF <0000 DF <0000 ODEI50 (TTE1000 = £2.1000 o ST01 024
TN 1 | ‘
| ] ] |
<53 MM F i O CF ol 500 DF o) 000 D10 120 {375 1000 > 1751300 w4510 100 &
i | 41 | 1
A3 | I -
. | d 1
+E5) MM Frag=80 OV CF = 000 DF=0 000 CID&TS 0 (172.1000-3 &2 1030 vA5T01-02 8
n | | | | 4
e S ,' | |
-E51 MFM Fiag=81 0V CF =0 000 OF <0000 D@ 100 (17210002 128 0207 WHSTOM-02 4
s A a | | M }
.l [ < - = o |

<E5) LR Fiag=0 0V CF 0 030 OF =000 CIDE15.0 [72E 1033 -» #3123 1/ STO1002 4
H | [

| 5 |
+ES1 MR Frap=401 OV CF~0 00 DF-0 000 CIDEZR0 1413200 -» £1.1200 1 STON 1002 4

.\ 6

+ES LIFH Frag=80 OV CF =0 000 DF=0000 CIDS 170 (819000 - FE 0000 vAST01-007 @

. Als

<53 P Frage] ¥ 0 CF« (0 090 600 CI0E WA 0 (720 1590 > 133 100N ST GITS 4
3 | |

=C5l MFM Frag=135 0V CT <0000 DF <0 000 CIDES 30 0 265 0000 -» 154 1000 \+5TD1 002 4
2 | I ) |
| | |

| p l|

A8

+ES MPH Frag=125 0V CF-0 000 DF-0.000 D350 2EE.00 = 150.0000 ' ST «(C2 4

l— |

|

ip |

s [ i

ézfﬁn‘iiﬁzuiiﬂli?cﬁs’sﬂ 7 72 74 78 33

B2 &4 EB A6 8 83 84 %6 %8 10 702 104 106 w8

Coarts va Joritaon Time (mir)

EA 1 ERREmE, HhSSREME, MFFMEMLZER RIS FREEIERE (1.0 pgl)
Jo A ]

2-SUA R E B IR B A (318.9>86.0, 318.9>58.1) ;

S-S M-D FFIE B TR g (176.1>128. 1)

A—FE YRR AE B F R S 18 18] (172.1>128.0, 172.1>82.1) ;

S5 SE A ME-DASAE B TR E ik ] (145.1>99. 1)



T/JSYX X—XXXX

6 IS A ML RFAE B 1 i i ] (141.9>96.0, 141.9>81.1) ;
T-Hh PEPE-DARIE S TR R g A (290, 1>198. 1)
S—Hh PH VRS B F i i ] (285.0>193.0, 285.0>154.1) .
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