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National food safety standard-
Determination of tranquilizers residues in aquatic products

by liquid chromatography—tandem mass spectrometry method
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RmREERIFAE
7K 7F i P SR AT K 2 R B E R E
e E-BEREEA

1 SEH
ASAFRE T A P HRA . R VE e PR, BLb IO, RS R Y
PLPUPE =P B B A TN 0 FAE TR €00 — ER BB B S %

ASCAFEM T, Bh B S e AR il R PaRe. Hphee. BbpEE. 2w
MG, BTEMEe SFRIPAPE. =PSB R AIE . HAK f ] R A S AT

2 AeMsImxH

BT R P A I S RS 5 T R A SO s AN T g 2R e Her, 3 H Y
51 SO, 0% FYIX R ARASIE A SO AN FIR SISO, oA (ds
Pl BB & T A

GB/T 6682 4354 = F /K Fi A6 7 %

GB/T 30891-2014 /K7~ St FE KE
3 AREFEMEX

RSB T BT E I ARERNE Lo
4 [RIE

BURH Bk B (S FR RIS 20, TR AN IR BN, 577K 1% B 1 28 [ AH 2 UM T 20— i -N—
FEREREARE RS P4k, TR €5 0= H R 5, PR DT bR VA M2 o i
5 ISR

B A A ME S, BT R AT e, AN GBIT 6682 MU i —2K .
5.1 X5
5.1.1 ZB& (CH CN) : faifd,
5.1.2 Hfg (CH,OH) : faifsh,
5.1.3 ZE (CH3COOH)
5.1.4 HEE (HCOOH) : &if4.

5.1.5 FoIKEREESH (Na,SO4) : £ 650°CHIIE 4 h, BEEITFZHAREFEZA.



5.2 BiRECH

5.2.1 1% ZBRZBEAMR: W2 10mL, FHZJERPEE 1000 mL, 2],
5.2.2 60%ZBEKAEIR: BN 600 mL, FH/KFFEE 1000 mL, 2T,
5.2.3 EAdi&: BUFEZ 1mL, I 60% /KBRS 1000 mL, 2],
5.2.4 0.1%FERA&R: BUFEZ 1mL, F/KFBEZE 1000mL, B2,

5.3 FREMIR

ZHRER . AEVERE. HPERE. BEybVaRE. RIS PGS ST RITEEE . =S bR
W, W 1mg/mL. BAR WL A
5.4 FrfERRECH
5.4.1 BEFRERELER (10 ug/mL) : 7 5FE2 EH 1 mg/mL FIFRAEA % 1 mL, T 100
mL B, H LSRR E A 220, il R A 10 ug/mL 1R A brifE (8] VA . -18°C
LR BEGIRIE, ARUH3 AN
5.4.2 REEWETIER® (Lug/mL) : R 10 pg/mlL VR PRMEF R 1 mL, T

10 mL A&, F ZH5HRE I A 2 205, Bo R EE Y 1 pglmL TR & FRiE T AR .-18°C
LN B, HROW 3 AN H .

55 ##
5.5.1 JRACKNE T R EAHAE A : 60 mg/3 mL, B %

()]

.5.2 PSA WRBHFI: 40 ~ 60 um.

()]

.5.3 R OMFLIEER: 0.22 pm.

6 NEB/FNEE

6.1 MIEBIE-BEIEN: MHEMEEFIE (ESHED.
6.2 DRI EE 0.01 g AIKE 0.00001 g,

6.3 FMIL.

6.4 HIR=E.

6.5 HORBEEES,



GB>oooc—>00ax¢

6.6 EiH1: 8000 r/min 85 LA I,
6.7 BBEREIR %S
6.8 BEEBRABLERELE: 50 mL,

6.9 RAKERELE: 20 mL.

o

7 ARHEIESRE

7.1 RIS

% GB/T 30891—2014 fff B M Z K il FE .

a) W e MR 1R DY AR

b B EJE B B, a3k,

¢ WU RS M A EIRE N, SN IE R FE AR ARV W AE N B Rk .
7.2 WABHIRE

-18°C LA R R A7

8 MESHE

8.1 1EH

FREGARLS g CREIE +0.059), B 50 mLELEH, EH1%LER ZHE 7120 mLinA
BEH, e300 s, 35°CHEBA HEEL0 min, JIATC/KERERENS g, R HEL min, 8000 r/min&
010 min, FEELFIERT20 mLE O, 0°CESARELT, A ZKE0.S mLE sk,
TIAKE mL, £ H .
8.2 Bt

[ AHAE R A H S mLy /K5 mLiEft, B O AE, &HRE A E S L mL/min,
/K5 mLtkGE, ZEL0 mLPefil. WAEBEME, 40°CE AT . HERIINE % 0.50 mLE
%, IRAPSAW710.15 g, #jE 1 min, 8000 r/min%0»10 min, B FiEWGE0.22 pmigfi,
B €0 1% - H T U AT o
8.3 HEFILACFrERZAHIE

HETFE DUR G bR ARV BOE 2, FH o W R IR B2 1.0 ng/L. 5.0 pg/L. 10.0 pg/L.
50.0 pg/L. 100.0 pg/Li RFbRHE ARG . B ARk, AR IK3%8.1/18. 240 B &= H AT,
I3 BN R B bR UE TAE R #0.50 mLy i ak i, iIn APSAWf}710.15 g, #4JiE 1 min, 8000 r/min

250010 min, H_EEHIE0.22 pmiE i, i B 1.0 pg/L 5.0 ug/Ly 10.0 pg/L 50.0 ug/L.



100.0 pg/L 1 225 SR UL BCARAE TR, BEBORA (il -3 R PTRE S 5 o A AN BLEC B . DASS
DNPAFALE B W TR AR O PNAL AR, AH L AR 5T VL BEAR AR T RO B2 B A b, 2Bt 2, oK
[ 3 75 FEANAE 0 SR 2

8.4 ME
8.4.1 RIEBILSEE&MH

a) (il Cht, 100 mmX2.1 mm(i.d.), 1.8um, BRPEREMSE .
b) HiE: 40C.
c) Vii: 0.25mbL/min.

d) kR 5.

e) VAIMH: ANLHE, BNOI%T IR AT WKL
R ORBNELEEEARAERF
], min A BRTEL % B BN, %

0.00 15 85
0.50 15 85
5.00 95 5
7.00 95

8.00 15 85
10.0 15 85

8.4.2 [RiEEEEH

Q) HTUR: HEmIEE IR (ESHED .
b) FHiT R IEE T

c) RTrl: ZRMEEN (MRMD .
d) FMI% . 3500 V.

e) YRR 450°C.

) AR R B AR, A AT RO T R, A R RIS
MEK.

9 BEET. TET. HEL R R RS K 2.
*®2 ZRNENEGET. FET. #EFLREMMEEE
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~ EMETX | EEE TN HEFLHE il & e &=
wEY
m/z m/z Vv eV
251.1>91.1 10 44
IR 251.1>91.1
K 251.1>132.0 10 36
282.1>180.2 48 30
o o 282.1>180.2
GLtE 282.1>207.2 48 30
285.0>154.0 48 25
Hb P P 285.0>154.0
B reE 285.0>193.1 48 31
288.0>104.1 23 30
R/ 7 288.0>104.1
RO e 05242.0 23 20
295.0>205.0 70 36
{5 ] I 295.0>267.2
Arre 205.0>267.2 70 22
309.1>205.2 58 36
A 2 Ak 309.1>281.2
Pt 309.1>281.2 58 24
321.1>75.1 18 80
S b o 321.1>75.1
o7 AL 321.1>102.2 18 80
343.0>239.2 90 34
= 343.0>239.2
343.0>308.0 90 24

8.5 MEx

8.5.1 TEMAFZE

FEAH RIS A T UBHE B 25 2 20 B0 £ B s 8] 5 Bt T P 5 20 F DR B IS TRDARLLE
fi ZE A5 +2.5% LA A, ELASHIN 21 AR 85 5 AR F2 2, 222 5 9k LR 224 AR b VA VAL FR) 25 5 AR X
FEEL HAVHRZNT & RIEK,

R3 EMWIERETFENEENRITRE

X BT FE >50% 20%~50% 10%~20% <10%
TV 2 +20% 425% +30% +50%
8.5.2 TEEHZE

BRCRHA VRN L AR I, A B 2 e, AR MR A C I I T AR E . RS AR
HEA AR B B4 (10 V6 T AR A8 LA ASC A AN PR 24 PV BB 2 A o B SR VA T 2 S

H I P B B o

8.6 ZEHIAW

B el BRANINERHERR AL, SRAIARTR] B0 5E 20 BRFEAT AT A

9 HRiFEMFTR




BURH AR R B B AR R B A K (D) TH5E

A

X—uURH BRI 29 0k B B O BUE, AN ROC R T3¢ (uolkg)
A—URHA T H B R TISR 25 ) i I THT AR 5

AL T VT BC AR AE T VB B FRISR 25 ) P € e T AR

Co—k i VL RCARHE IR T B IR 2GR L O BUE, A AR Bt (ol
V —il B 28 RARBIEUE, BAONZTE (mL)

m —fHK BB R R U, AN (@) s

10 FEREE. EREMEEE

10.1 REE
TSP R IR 25 P A HH PR OM0.5 polkg, € &R 791.0 po/kg.
10.2 HEWHE
ARTTIESFEAFIFIZRZITEL ug/kg~10 pg/kgis IR FE 7K 1R RIS R H60% ~110% .
10.3 HBEE

ARTTIERE A AR BRI 72 <15%, kAR A (i 22 < 15%.
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HYPhRGBERA B HFSFFR. CASS
AT SHMEEERTIR AW hISCE AR LT CAST

OO A AR FEE H A PR a5+ CASS
Z MR Methaqualone C1sHN20 72-44-6
fiHPE P Nitrazepam Ci5H11N;O5 146-22-5
Hpa Diazepam C1sH13CIN,O 439-14-5

L iThd Oxazepam C1sHuCIN,O, 604-75-1
HE Estazolam CisHyCIN, 29975-16-4
] <L A Alprazolam Cy7H15CIN, 28981-97-7

55 $r P v Lorazepam C1sH10CI,N,0, 846-49-1

= Triazolam Ci7H12CIN, 28911-01-5




Mt % B
(R
BIEE

AN IR 2k AR v AV 1 L IRIB

100

50

100

50

100

50

100

50

100

50

100

50

100

50

100

50

_ RT: 4.21 NL: 4.30E4
] TIC F: + ¢ ESI SRM ms2 343.180

7 = 239.179-239.189
- RT: 4.27 NL: 1.72E5

] TIC F: + c ESI SRM ms2 251.188

. s 91.211-91.221

4 2 IR AR

~ RT: 4.05 NL: 4.85E4
, TIC F: + ¢ ES| SRM ms2 282.198
7 il O 2k 180.228-180.238
~ RT: 4.75 NL: 5.79E4
] TIC F: + ¢ ESI| SRM ms2 285.194
7 Hh T 2k 154.178-154.188
— RT: 4.09 NL: 1.03E4
7 . ., TIC F:+cESI SRM ms2 287.176
. LAy L P 104.152-104.162
. RT: 4.74

- RT: 4.08 NL: 4.57E4
] TIC F: + ¢ ESI SRM ms2 295.198
. e 267.201-267.211]
4 RT: 4.15 NL: 4.88E4
] TIC F: + ¢ ESI SRM ms2 309.196
] T 5 281.243-281.253
~ RT:4.18 NL: 2.07E4
] TIC F: + ¢ ESI SRM ms2 321.000
] 5 FE ek 275.191-275.201
] T T T | T T T T | T T T T | T T T T | T T T T | T T T | T T T | T T T T | LI T T | T T T T |
) 1 2 3 4 5 6 7 8 o 10

Time (min)

B, 8 AR ISR 2B bR M I R 22 S B I 1 (20,0 pg/LD



