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Method for determination of antibiotics

in disinfestion product-—

LC-MS-MS method

1 JaHE

KRIGFEE T B RRIE T BRI AR 3R 5 B SO il - R R I w2 U7 ik

AT7 G T B AR S R B R R B IE

BR8Ny 0.2g I, ATRER-GR AR KRR HER LK 1.

R 1 LCIMSIMS 50N5E (R 587 b o -ERRTAR 2 A0 PR O B IS 18] ATURFALL 125 5

4T ST R ARBIE 87 ()
(mg/kg) (min)
FH i e Metronidazole 0.09 12.86 172.1/128.0
HREHR CHHOHﬁenécyC“ne 2.7 17.05 479.0/444. 1/462. 2
hydrochloride
+EER IKEY)  Oxytetracycline dihydrate 0.50 14.11 461.0/426.2/443. 1
TRER KA R Minocycline hydrochloride 2.7 16.12 458.2/441.3
AR Erythronycin 0.01 21.08 734.4/158.1/576.5
D3 (LEDAE Cephradine 15 12.92 350. 1/305. 4/331. 1
EN L EZ SN Tetracycline hydrochloride 0.16 14.64 445.0/410.0/427. 2

2 FYEHEE| A

3 FEHE

AU R PRI, JRIURE 0.45um JERREIE, A CettinrE)E, AW

GBI, ER T, BT, R,

4 BFIFFAE
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B 53 H Ui BASE, BT RRRI  aal, ACHAEEHAIRAK, Ak
VA P AR T 77725 P R I R G R
4.1 Wl RN
4.2 LI RETREL .
4.3 LR srHrali.
4.4 LR SrHTals
4.5 brdEfh: OB RIWE BBl AT (A =99%), R R A L5 FIRERH
AN (AE=99%), WM, EReRHR. LHERIKEY. SBRKEIT R, &
R ¥ H SIGMA A7,
4.6 WAV S BIMERRRRINA B R . BRIRVUIA R, WM, HMEHmR. LHERC
KEW. AR LA E R, HFEE (41) EHIE 1.00mg/mL bRl 4
VR . HERfR R FORBR IR S I OE B, FH R R R IO ] RO BE S 100 pg/mL 1R G
bRl BV, R AR P R B B 220 T 4°C ORAE. I IR0, PARYE T 22
P C ) A TR0 AR P PR A A8 FH VA VR o
4.7 7R IE W (5mmoL/L, pH = 3.34): FRHX 0.385g Z.Wa%k, FH#J 900mL 4l /K%
fi, ZTFRWH pH=3.34, 4i/KEZE 1000mL.
4.8 0.45um JER,

5 %88

5.1 RAH LG — R RS : HP1100 /& A i (Agilent) - API 4000 Jii HE A%
(Applied Biosystems) , 55 B AL IE(ESIMS,  NI/PIEER).

5.2 4rHr RSP JB&&E 0.1mg F1 0.001g.

5.3 S28G == 4li/kHl: Barnstead 4l 7K HL .

5.4 WAlENE 2% Scientific Industries iR HET 28 .

55 HZEE: 10mL.

6 HAENHEERT
6.1 R 2%
BB RN 50, BEPEET, $I sz =R .
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6.2 WFERAT
H & U AR B T S IRARAT

7 PR
7.1 FE AT AL EE

FREL 0.1~0.2g F & (K533 0.001 ) , BT 10mL iREH, I 3.00mL FEEA
Wi, WERPEAERE B UG, AR 10min, HE, W EIBRAIER (4.8) 1)k

Ja, BEBURE 3 — A IR I E

7.4 NE
7.4.1 WO T 25
a) taifFE: Waters Atlantis®Cig, 5um, 3.9X150mm;
b) AEif: 25°C;
C) ViBhHH: AN ORGP R (4.7). WEEM N, Telikh k2.
d) JE: 300 v L /min;
e) HFEE: 10pL.
R 2 O R BRI B

6] (min) — ZFREGZEMTE(%) T E (%) 2 (%)
0 90. 0 5.0 5.0
5 70.0 10.0 20. 0
10 50. 0 20.0 30. 0
17 50.0 20.0 30.0
20 90. 0 5.0 5.0
25 90. 0 5.0 5.0

7.4.2 Jrig kAt

) B B HE(TSI);
b) FEfiA: BT

o AR ZRMNEN (MRMD;
d) fif4E< (CAD): 11.0 psi;

e) S MA(CUR): 22.0 psi;

f) ZALS(GS1): 35.0 psi;
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g) In#HA(GS2): 20.0 psi;

h) %% H 5 (1S): 5500V;

i) KEFNEE(TEM): 500°C;

P R =S S (CXP): 16V

K EMEETX . EEE TR FREE, AR ENEEBEE, WK 3.

R 3 PR EMNE X EEE P R, A SRR LR E

tEW) TE P X EREE TN R RHESRE LKW
(mlz) (mlz) Dwell =2 & DP
time (ms) CE (eV) V)

FH T e 172.1/128.0 172.1/128.0 100 16.0 25.0
EHR 479.0/444.1/462.2  479.0/444.1 100 20.0 42.0
+THER 461.0/426.2/443.1  461.0/426.2 100 20.0 35.0
P NG EIN-N 458.2/441.3 458.2/441.3 100 18.0 45.0
ARCS N 734.4/158.1/576.5  734.4/158.1 100 22.0 40.0
kAl hi g 350.1/305.4/331.1  350.1/305.4 100 18.0 25.0
IIEZNFN 445.0/410.0/427.2  445.0/410. 100 29.0 25.0

7.4.3 BURH G- A 15T R I
7.4.3.1 FEMENE

FSTE R E S 7 (R 3D #HATE .
7.4.3.2 EREIE

Y- TR A b v v 1) 96590 P P I A B 461 B 0-800ng/mL AR vE Al VA, TEAX A% e
FETAERAE T, ARAEAE S B ERE, DU VAR B B A b, W AR AR R
S bR AL TAE 2k o SR AMRIEIEAT & S8 o B SV 470 AR 3R AR R S 7E A
TAEMZ LGN . 76 LR ERE KRS AT, DU R ARAED) A o - 5
BRI (22 S S I (MRMD 3% B2 LI AL
7.5 AT

UL PR, SR — AR AT AT RIS I, -CRpmAE 2 AT 00 2 A X i 22
/NT20%,
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7.6 FHIALK
FRAFRBGRFESS, ¥ Bk 5 B [E] i 58 il s (I

8 ZRUE
P P PUAE R R B s (1-1) 5

p1xV,
e 1-1
? = 1000xm (L-1)

X, o — WHH P IAERKEED S, mg/kg:
pr——AN BRI 5 R p B I T DU R, ng/mL;
Vi — R ARRL, mL;

m—FFEE, go
9 FEEBEFERE

[F) — S8 = X I ARAE f B8 R 52 , -EAP T AR 25 AR R B v i 22 AP 2 [l A H i
Z L% Co
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B A
(BRI B 31)
LR A FE b YR 2 O R I (MRM) €23 ]

LU BAMED R 2 BT (MRM) (s 1], TLIE AL 1.

Max. 1.2e6 cps,

W XIC of +MRM {13 pairs): 172.1/128.0 amu from Sample 21 (s8-2870) of antibiotics+-2009.2-7 .wiff (Turb...

1.19%6 1268

1.00e6 1
8.00e5
6.00e5

Intensity, cps

40085

2.00e5H 1
13};,1};14 1.:%:55@ 7.03 /L

0.00 T T T T T T T T
] 10 12 14 18 18 20 22 24
Time, min

Max. 2.2e5 cps|

W XIC of +MRM (13 pairs): 461.0/426.2 amu from Sample 21 (s8-2870) of antibiotics+-2009.2.7 wiff (Turb...

14.11
2.0e5]
g  1.5e5]
(5]
Z
Z 10859
o
E
5.084y
0.0 1377 <1482 1630 _17.85 _19.35.20.46 22.3823.358
' 3 i & B 10 12 14 16 18 20 22 24

Time, min

"W XIC of +MRM {13 pairs): 479.0/444.1 amu from Sample 21 (s8-2870) of antibiotics+.2009-2-7 wiff (Turb... Max. 3.5e4 cps|

17.05

3.5e4
3.0e4]
2 5844
2.0ed 4
1.504 4
1.084
s000.0"

0.64

0.0 T T
2 4 -] 8

Intensity, cps

17.73
~18.94 3012 3146 2415

1.66 364 5.30 6.58 B.38 1213, 1383, 1541
10 12 14 18 18 20 22 24

Time, min

Max. 1.2e6 cps|

W XIC of +MRM {13 pairs): 172.1/126.0 amu from Sample 21 (s8-2870) of antibiotice+.2008.2.7 wiff [Turb...

1.196 12.86

1.00e6 1
8.00e5
6.00e5
4.00e5

Intensity, cps

Z.DDEEE
0.00 071 1684 225 425569 667.6857.19513.942 114511897 13.73.1414 1555 _17.03 _1B.57 20.44_.20.95 2358
. T T T T T T T T T T g T
b 4 6 8 10 12 14 16 18 20 22 24

Time, min
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Ny

il

A1 PUAERERAED) R 2 O I (MRM) (13 ]

[ XIC of +MRM (13 pairs): 172.1/128.0 amu from Sample 21 (s8-2870) of antibiotics+-2009.2-7 wiff (Turb... Max. 1.2e6 cps|
1196 12,88
1.00e6
& 800e5
£ 600es5
3
£ 400e5 |
2.00e5" 1l
Do 13730 _bes 170 //L
. T T T T T T g ¥ T T T T
2 4 6 8 10 12 14 16 18 20 22 24
Time, min
W XIC of +MRM {13 pairs): 734.4/158.1 2amu from Sample 21 (s8.-2870) of antibiotice+.2008.2.7 .wiff (Turb... Max. 2.1e5 cps|
21.08
2.0e5
1.5851
2
o
Z ]
Z 1.0e5
T
E
5.0ed4
L w5 20
0.0 16.91 ~22.85
' 2 1 & & 10 12 14 18 18 20 22 24
Time, min
W XIC of +MRM (13 pairs): 458.2/441.3 amu from Sample 21 (s8-2870) of antibiotice+.2008.2.7 wiff [Turb... Max. 1.3e5 cps|
18.12
1.20e5
1.00e54
a
< B.00e4
=
g 6.00ed+
&8
£ 40084
2.DDE4.- _~16.96 510
0.00 1147, 13.07.. 14.58 1575, Z D - L1837 206221 72_22.92
) 2 4 6 8 10 12 14 16 18 20 22 24
Time, min
W XIC of +MRM {13 pairs): 467.1/450.0 amu from Sample 21 (s8-2870) of antibiotice+.2008.2.7 wiff [Turb... Max. 2.7ed cps|
14.84
2.5e4
2.0e4
=3
o
= 1.5ed4
5
£ 1.0e4
5000.0M
13.91, 21791 4g4p 2187 23.08.23.47
0.0 0.89 E.PDE.B? 3.?3,4.44 I6.451 B.:&B-._B.[H .1 049 12.5|r-1-‘_ y = . o h .08 3
2 4 8 8 10 12 14 16 18 20 22 24
Time, min

S A1 PUERARHEY) B 2 OB I (MRM) 3 8]
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Intensity, cps

1.19e6

1.00e6
8.00e5
6.00e5
4.00e5

2.DDB5'—

W XIC of +MRM (13 pairs): 172.1/128.0 amu from Sample 21 (s8-2870) of antibiotics+-200%2-7 wiff (Turb...

12.86

Max. 1.2e6 cps,

0.00

2

! & B 10 12 14 16 13 20
Time, min

1l
J J}.\L : ;:6/&9.&
0.71 1.84 225 4.23 5.60.6.67.5.997.199.13.842 11.45.11.97 I\.LS.Za; 14 J""S-‘SSM 03 18.57 2044 _26.65 23.58

22

Max. 4.6e5 cps|

24

Intensity, cps

Intensity, cps

4.5e54
4.0e5
3.5e5
3.0e5
2,585
2.0e5
1.5e5
1.0e5y
5.0e4 1

"W XIC of +RM {13 pairs): 445.0/410.0 amu from Sample 21 (s8-2870) of antibiotics+.2009-2-7 wiff (Turb...

14,64

13.88

1533
13,54 17.30 1771 _1810.20.30 _21.68 _3317

0.0

4 & B 10 12 14 18 18 20
Time, min

22

24

2.0e4
1.6e44
1.6ed 4
1.4e44
1.2841
1.0e4
8000.0
&000.0
4000.0M
2000.0

W XIC of +MRM {13 pairs): 350.1/305.4 2mu from Sample 21 (s8-2870) of antibiotice+.2008.2.7 .wiff [Turb...

1282

fl_ s 1818

Max. 2.1ed cps|

0.0

3 i & B 10 12 14 16 18 20

Time, min

22

24

S AL 1 A FAREYI R 2 SN I (MRM) 3
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fi=% B
(BURMAE I %)
i il £

HE BRI BT ERILERA TR, WA B. 1.

R B. 1 A R -CR DU R I ZE B 5 R

wEY) LMY (ng/mL) a b ¥

P il e 0-800 8.50x10* 4.60x10° 0.9996
THER 0-800 2.71x10? 4.80x103 0.9975
+E/ER 0-800 9.46x102 1.02x103 0.9996
FNe STEINN 0-800 1.10x10* 8.23x102 0.9957
RS N 0-800 2.94x10* 2.73x103 0.9978
kAt E 0-800 -4.76x102 4.31x10! 0.9996
IEINN 0-800 2.01x103 2.09x103 0.9989
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3% C
(FRHEEH )
[ 8z 2 1 E 51
HE R A R K R R E S, WKC. 1.

RC.1 H# dh H-ER P R A IR [BCR (%) A1 2 1 (n=6)

&Y whnsk~F Crglgd 25 [E] UL 22 (%) FERE R 1 A 22 (%)
FH A 6.00 98.5 17
12.0 98.5 1.6
THER 6.00 107 12.5
12.0 97.9 20.2
+HER 6.00 98.3 15.7
12.0 109 7.9
KR 6.00 96.9 11.9
12.0 84.8 10.1
AHR 6.00 87.0 2.0
12.0 74.7 16.4
kAt E 6.00 88.3 6.2
12.0 85.8 2.4
IIEZS-~ 6.00 84.9 16.8

12.0 114 3.0
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