il 3% IR B R B
BRIEHRE

AN TR RR

Zrthl AL LB TR ] b
BNV T A 5 e s 45l BT

Gl H3H: 20154 11 A



I 3% R R R WU RE 5

1.5 H]

ARRAE AR 1 RS0 I 2 r R SRR IR L R 5 ¥
A A R IE T rh 2 AR R B SRR P PR €

2 BV 5 S

(1) GBZ/T210.5-2008 HAMV PA:FRHEmE SRR 5870 MR L2
JoR e T3 1
(2) EEZEHR:

[1] Xinfeng Dong, Shuxuan Liang and Hanwen Sun. Determination of seven
anticoagulant rodenticides in human serum by ultra-performance liquid
chromatography-mass spectrometry.Anal. Methods, 2015,7, 1884-1889

[2] Vandenbroucke V, Desmet N, De Backer P, et al. Multi-residue analysis of
eight anticoagulant rodenticides in animal plasma and liver using liquid
chromatography combined with heated electrospray ionization tandem mass
spectrometry[J]. Journal of Chromatography B, 2008, 869(1): 101-110.

[3] Vudathala D, Cummings M, Murphy L. Analysis of multiple anticoagulant
rodenticides in animal blood and liver tissue using principles of QUEChERS
method[J]. Journal of analytical toxicology, 2010, 34(5): 273-279.

3. ML 3% H 3R R 3R PRI ot S5 YRR € - R R 0 R T

31 F¥E

MRS E CRFUTE S A Jo/K IR B SE TOLER AR 43 55+ MR B 70 40 ke [ A 2
EATAbEEfE, BSR4 2 T F e R, £ Waters Acquity UPLC BEH-C18#F
B E, H ZEIUGAT B A AMRMABE X BEAT R I, R B B 18] 55 7 v B8 X
(523.2—135.0. 521.2—135.0)E M, AMrikiE &,

3.2 X

3.2.1 BRI L, 2ml, 15 ml.
3.2.2 &M, 10ml. 25ml.
3.2.3 FWi#%, 100 pl. 1000 pl.



3.24 43 M RF, & 0.1 mg.
3.2.5 B.La4L, 0-5000 r/min.
3.2.6 infigl & s o
3.2.7 B IRGEAX
3.2.8 e RABURH v £ BB B X
SR S
itk k. Waters Acquity UPLC BEH-C18, 2.1 mm>&0mmx1.7um) ;
WA A: FREE, JEhAH B: 4mmol pH=6.4 1) L FREVE W ;
FEiR: 40°C;
VK 0.25 ml/min;
AR Sul;
1ZAT I A] 5 min;
FEREBEMiAE P W 1

xR LB ERBER
B 18] /min %A %B Curve
gk 20 80 -
1 20 80 6
3 90 10 6
4 20 80 6
5 20 80 6

JoR 1 2% A
B FUR: ESIHK;
A B FMRMEH;
JEZ%: CUR: 40.00psi, CAD: Medium, IS: -4000.00 V, TEM: 600.00°C,
GS1: 25.00psi, GS2: 25.00psi;
EEEEE THEE: 1Lk,
WEDEFHSHER: KRS,
£ 2. MRM A e &2 B X

(RSB SE BT mlz SETER T X miz

R R 521.2—135.0 521.2—135.0. 523.2—135.0

K3 HEVETHHESEEER

R DP/V EP/V CE/V CXPIV

521.2—135.0 -30 -15 -47 -20
523.2—135.0 -40 -15 -47 -20




3.3 &

3.3.1 SEIH/KANZE T K,

3.3.2 FlE (CHOH) , faitaf,

3.3.3 45 (HCN) , i,

3.3.4 LR, srihvdis

3.3.5 JL/KIRIREE, Jriral.

3.3.6 &MEN, 4l

3.3.7 FPEERA AN, 4l

3.3.8 FFHIEIR =N, sriral.

3.3.9 DSC-18 [l A Fff 5] -

3.3.10 PSA (& Ji-N-N2:AEde ) [ A B 71 o

3.3.11 WahMH: A: HEE, B: 4mmol pH=6.4 [ ZFREHE W

3312 R R, 4 98%.

3.3.13 W RIRHEME S B [p(R R R)=20 pg/ml]: EMFRE 1.0 mg R R,

F 50 ml FEF, HHFERAREEZIE . SLEBCN 20 ng/ml 3515 R bR AEE &0 -
3.3.14 IR RbRHEN AR [p(R R R)=0.2 ng/ml]: AR I B R ARG &R
W 0.5ml, T-50ml A&, HHERBERZIE. IERA 0.2 pg/ml RER
v FH

3.4 FERBFIRE. BRARE

TEFE SRR . BRI REE R, RERAIREE, FHRPEELR=E,
DA (bR IS 3, DRIERFIAIRS 8, AR, Ak,
35 PR
3.5.1 FEansbH

HERIAZELL.0 mIMSZAE S FES A AL RF2 B F15 mIEERLE L& d, A
1.0 mIZJE, IWHEZE 2 min, 3000 rpm&.05min, ¥ EIEREEB 2805 OE
A TE7KMgSO4 0.659, NaCl 0.15g, TR S —440.099, 174 —4#10.17g, i~
iEZ 2 min, 3000 rpmE.05min, -4°C¥ARLh; B EBEBREREFHEOE T,
I TE7KMgS040.15g, DSC-18 0.026g, PSA0.026g, i liEfZ#2 min, 3000 rpm
EG0bmin, 4 EIEBREFL 2.0 mIBRLELE, HEWRG R T, 1.0 mIAEER
SRR

3.5.2 Atk il £ A A (8] VA 5 AR K 5
i 2R AR LK 4:



3R 4. BRI £ R B

RS St S22 S3 Si Ss Ss S7
TR B R AR HE N AR (uD 50 100 300 600 1000 2000 3000
H I 2 25 2210 m
WIE (ug/L) 1 2 6 12 20 40 60

SIS BRAT 26, RO 1 51 SO 5 e (R e IRES 20 kA
5.0ul, JUE bR iE R F o DLINAS R 8 52 PR e T AR A L FR AU 096 (ng/L)
IRCAEVED PER

3.5.3 AL

PR AL PR VERFE M BRSBTS A EEAT AR ], BEAT VRO (3 i
ACMRMAE I 5E , 07506 T AR b 180 UE1 5 R o S50RE L R AR I (R R P (/L)

3.6 IH&E
I 5E 45 B A At SRR A R R R R

N\

C : MHPFERRRIIKE, ng/L;

C : MEHM PR RAKRE, ng/L;

n o« NRESEHTACER ARG A5, A TR, ARYERE i SERR IR i 15 Bk %
3.7 FEEH

3.7.1 FEME RS RIS, e RS2, WA AR S A, S5 R NAE R
SENGEIA

3.7.2 MEFEFL I 2Dl 2 AN TATHE,  AHX BRI 22 R <10%.

3.7.3 MERES B E AR . By =SB IER R, kR a] 3R R AE
75%~105%.

3.8 EEEM

3.8.1 AIACFE AR, FES AN MgSOs ZEh28 )5, ML BRI TIREIR Y, LL
B7 1ERE IR S AR5

3.8.2 N T HEAFHIERE VS IAR 0 B, TN MgSOs 25628, IR IEIRTE A O
5, NETF-4 B KEAE 1h.



BARME
—. BWRR BT
CAS 5 56073-10-0; 4} Fx:CaH2sBrOs; 4 F&#:532.14; Molk: JHZ5 KA
BRI AR 20CHRHAREE N : JUFPAE T /KA B iE &0 N
B, TR
=, FEmurabE

=. UPLC-MS/MS # Ul 14X 28 %A

1. WAE %A

1.1 WEhAH: A: WEE; B: 4mmol pH=6.4 () ZIREIE L ;

1.2 tBi%F:: ACQUITY UPLC™ BEH C18 , 2.1>60mmxL.7pm;
1.3 #Ei: 40°C;

1.4 iiE: 0.25 ml/min;



1.5 HEFEAARRL: 5ul;
1.6 1Z4THf[E]: 5 min;
1.7 BREEUEMIRE Y : W& 1.
R 1 BEERER

i 8] /min %A %B Curve
Giy/is} 20 80 -
1 20 80 6
3 90 10 6
4 20 80 6
5 20 80 6
2. k%M

2.1 B1UH: ESIK;
2.2 A AEFMRMEAH;
2.3 JEZ%: CUR: 40.00psi, CAD: Medium, IS: -4000.00 VV, TEM: 600.00°C,
GS1: 25.00psi, GS2: 25.00psi;
2.4 EEEMEETIMEE: WiR2;
25 WEMETFRHBESHEE: WERS.
£ 2. MRM B BB 75

WAV FR EH BT X miz € PEB 7 X miz
HRR 521.2—135.0 521.2—135.0. 523.2—135.0
R3 NWEYETFHESHEER
] DP/V EP/V CE/V CXPIV
521.2—135.0 -30 -15 -47 -20
523.2—135.0 -40 -15 -47 -20

0. JriEseieiE
1. g S5 &R
B R AObriEd 2. DL 1.

14

g 12
= ¥y =0.1944x - 0.0942
S 10 R2=0.9991
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concentration (ppb)

B 1. R R R B hn 2%
RPN 1-60 pg/Lo



2. 5 ERIR IR S e B IR
WA A, % 1.0ml, 205l EPInA 2500 WA 40ug/L IR R
PRUETSTR OISR N 1pg/L), %08 AT AL HE B bR, T8N0
FE 5L 5E 25 R OIbR e ZE, 1870 R (3 Mt ZE) SE &R (10
bR ZE ) Wk 4.
R4 FERRHRE &R

Jnbr & IFRFE S EE (pg/LD IRy PrifE AR EER
(pg/L) 1 2 3 4 5 6 (ng/L) W% (pg/L) (pg/L)
1 0.801 0.691 0.641 0.731 0.681 0.701 0.708 0.054 0.1 0.4

3. HEMHEHESREE
3.1 JiE I HER S I H PR %

A A IS 1.0 ml 18 43, NN 25 uL & CIFRIREE N 1pg/L) B Cinbsik
JEJ9 10pg/L) 15 CIARIKIE S 50pg/L) = AN RRFRHEE R, B KF
6 1y, &R FRATACE D BELRE S, EAURI, WAskE R, RS IERUHER
FEAER IR 5. 6. 7:

R 5. RIREEIIAARE A 45 RAIIME . BN KA PR 2=

Jnbr & IFRFE Al el (pg/LD IR Fiz%  RSD
(pg/L) 1 2 3 4 5 6 (pg/L (%) (%)
1 0.801 0.691 0.641 0.731 0.681 0.701 0.708 70.8 7.7

R 6. FIREIFE SIS REE. B KA E

I & IAREE I EE (ug/L) 47k % RSD
(pg/L) 1 2 3 4 5 6 (pg/L) (%) (%)
10 8.151 8591 8.031 8.691 8461 8.021 8.324 83.2 3.5

R 7. BIRENEESRNSREE. BSCR R RE

hnbrg IOFREE e (pg/L) BB A4 F% RSD
(ug/L) 1 2 3 4 5 6 (ng/) (%) (%)
50  40.691 40.800 37.091 39591 38.691 37.191 39.01 780 4.2

M b 50 7V 2 B % 70.8%~83.2%,  AF R bR Ak I 22 Uk B VU L
3.5%~7.7%.

3.2 JiLIM H RS %

A 3% 1.0 ml 18 44, 3 HInA 25 pL A% CIndsik N Tug/L). B (i
FRIEE N 10pg/L) 5 CIFRIKEE N 50pg/L) =ANKFHR B R AMEETR, 54
AKF 2 4y, FE EARET A ED RO, BRI, bRk . R BiR A
7, EEWE 6 K, REFEKHRFEEELS LWL 8. 9. 10:



R 8. IRIREINPRAE SRR B AR 45 R

IIFRI AN [EJ S (]IS S A I 5 5 Cpg/LD Sk 4 RSD
(gL 1R 2R H3IRK B4R HE5R FEE6KR  (ugb) (%)
1 0.941 1.061 0.801 0.921 0.881 0.851 0.91 9.8

R 9. TIREIbRAE SRS B RS R

s g ARV TR] NS AR S A I S5 5 Cug/L) %8 RSD
(pg/L) 1K 2K HEIK F4K F5K FeKk (uglb) (%)
10 8121 8171 8151 8031 8231 8851 8.26 3.6

R 10. BIREMfERMLARERERNS R

IR AN [T TR S A 45 2R Cpg/L) % RSD
(ng/L) 1R 2K H3IK B4R HE5KR HFEE6KR (ub) (%)
50 37.091 38.991 40.691 37.091 42491 42.391 39.8 6.2
H_ERATAEIARRE AR, B &, =K, HIEFE% R4 <10%,
FFEEOKR

4. FEHIREE L
WA IEH NIRRT G, REI 1.0 mL FEah, S8 Inbr s bk
10 pg/L, BJEET ACUKFRAE, THR B3R, H5KR, ZEHE My
RIRTAL B VE AL A EREIIE , S5 2R LR 11
R 1 FERREELRER

I 5 B[] REREE (ug/L) TR (%)
EPN 8.53 _
EKPS 8.10 5.0
F5K 7.86 7.9

HI ERAT A Y, AR BURAE 4 CUKAR T 2D BLRAE 5 K.



5. FfHRIEE

12 pg/L ¥ 5 R ARAET 0 K]

"W XIC of -MEM (6 pairs): 523.200/135.000 Da ID: Dalong-2 from Sample 7 (12ppb std-5) of 20151120 .wiff (Turbo Spray)

4.904

4504
4.004
3504
3.004
523.2->135

2.5e4
2.0e4

Intensity, cps

1.5e4
1.0e4 4

5000.0

3.79

Max. 4.9e4 cps

0.01 v r T ¥ v v v T T T - T T T v
0.0 0.2 0.4 0.6 0.8 1.0 1.2 1.4 1.6 1.8 20 22 24 26 28 3.0
Time, min

3.2

34

3.6

38

4.0

42

4.4

46 48

W XIC of -MRM (6 pairs): 521.200/135.000 Da ID: Dalong from Sample 7 (12ppb std-5) of 20151 120.wiff (Turbo Spray)

5.3e4
5.0e4 -

4. 504
4.0e4 -
3.5e4 -
3.0e4 -
2504 521.2->135
2.0e4 -
1.5e4
1.0e4

Intensity, ¢ps

5000.0

3.79

Max. 5.3e4 cps

0.0+ v v T T T v T T T T T T T T v
0.0 0.2 04 0.6 0.8 1.0 1.2 1.4 1.6 1.8 20 22 24 26 28 3.0

Time, min

32

3.4

3.6

38

4.0

42

4.4

46 48




Intensity, ¢ps

Intensity, cps

10 pg/L IFRFFE St VA 1

XIC of -MAM (6 pairs): 523.200/135.000 Da ID: Dalong-2 from Sample 18 (sam spked Medium 1-5) of 20151120 wiff (Turbo Spray)

1.404

1.204
1.004 -
8000.0
6000.0 |
4000.0 4

2000.0 4

0.0'!

523:25135.0

3.79

Max 1 4e4d cps
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08

1.0
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1.4
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24 26 28 30 32
Time, min

34 36 38

40

42

44

46

48

XIC of -MRM (6 pairs): 521.200/135.000 Da ID: Dalong from Sample 18 (sam spiked Medium 1-5) of 20151 120.wiff (Turbo Spray)

1.604

1.404 |

1.2e4

1.004 4

8000.0

6000.0

4000.0 -

2000.0 |

O‘Oq.

521.2-5135.0

3.79

Max 1.6e4 cps
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T
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0.8

1.0

12

1.4
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24 26 28 30 32
Time, min

34 36 38
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