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LC-MS/MS ZRAW-48H k O igH
PR e A EIR AT — = TS0

HEPALIA L (LR E, JURIERE, [ s
ME TR A2 AETE R

1 EC»IC

VAT D S KFEM DN EREIZIBNT, EEE
BRCPTEE A 45 T H O, THPLC (2 X2 8h4 F 3K
LEO—FHER [(EKFED) VA, LC-MS/MS ZHu»
C— T IEE B PUEWE ORI K E R
HOFRA AW E S Ak (0E) | KO EKER
i D TR BT AW D 43 BIHE E 1 (E) J 2RI, il
GIRANE (R R =T A7) & X=X —=TFT 4 AT
DG CH ST A 1353 BIHEEIEZ FEML Td, 535
HEEVED G e IR o T35 6 L ERITEE Y T 50O f| K&
T DI, BN PUEDE N EE A B2 DB ENED
W ERT DUENRDHDHD, BB TIREE®
TESTZHFHNIR, DRI EERBEME -T2 3581
fii A TRS IR 2 B3RS I B orRiE O %24
PERERATARTANZDONT P (LA T, HART A &0, )
(ZHEDEATIED 2 MR A E i L . LC-MS/MS %
W= EME %5 T Bhiy A 2 38 50 55 O R 2 (A 24
LI DHULENRDD,

SKFEM TR R THPAEME D LC-MS/MS 12X
DONTIEICDNWTE, RV VR T " A7U R E
W7 BB ORERE 490 BECRFE O E A [F)
RFLZ 0 HT 9~ 0505 O IO B S T D,

AT TIE, IEF IO EF 577 )avk
RERIUEME BRI T2 BEL, B
W EI G AT —=2 T S HEO R 21T o7, £
BOFERIZOWTHE TS,

2 EBRGE
2.1 3k}

AREHX, TR ROPUAEWBEEDEHE L TN
& ERER LT AR A K OV g A =,

2.2 BREFE

KFGELUT 38 FOEMHIEIE L AR 1 1TR-T, 38
DORFUT, T ATV RPUVEWE 4 T, ~=2 V%
PUAWE 9 Fi, B77a AR SRHUERE 6 i, ~/n
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TARRPUVEWE 9 T, BRLPLEAI 6 Ff, ZDOfh 4 FET
»bH, INHOEAERGOEERIL, § L7V A
el 3 T3 8 Merck (Sigma-Aldrich) # | Merck
(Supelco) 8% =,

TR h=RL (R - PCB 35k 30 LC/MS ) .
FEE (LC/MS H) . DAEBKSE ZF RID L (HEK) (FRk) |
UM (oK) (Fpfk) . =F Lo o7 U UEERE —FRY
7 A GREERFTEH . LA FTEDTA2Na) &), ) 2 vz,
K% Merck(Millipore) B o 7 ffi 7Kk B 35 25 & Milli-Q
1Q7000 CTHERLL 7= Milli-Q /KA L7,

EDTA &A77 = ik i (pH 4.0)1%, 7= 1% 21.0 g
ZARIZEEDLT 1,000 mL &L (55 1K) . WABRKSE —
R\ (BE7K) 28.4 g Z/KIZER/L 1,000 mL L7 (55 2
) #% . %5 112307 mL &35 2 % 193 mL Z#{EFf1L . EDTA-
2Na 1.86 g Z AL . FRHRLL 72,

2.3 AR USRS
50 mL AU 7 el (PP)#E O : CORNING £
FALCON =0y a = Fa—7
1.5 mL PP X147l :GL Sciences fIAZY 22—/ A7
JL PP % HH
7 —K7vty#—:CONAIR L% Cuisinart DLC-
10PRO
BREVF AP —IKA #L5 ULTRA-TURRAX T25-Basic
N Do BERS AR PR o= — LR
O 5911
REHdm OB b AR T i —MREOHE MMV-
1000W
e Dy B PR — T 3R A
300
NPT 4V H— : MerckMillipore) ! Millex-LG L
££0.20 pm, EAE 4 mm, #KYE PTFE
LC: B EFT R SHIMADZU LC-20A Series
MS: AB Sciex # QTRAP4500

OB MX-

2.4 DFTE



#1752 :GL Sciences H  InertSustain AQ-C18 PEEK
(2.1X150 mm, 3 pm)

FENFH: A WK 0.1%F B KIEIK, B IKT Eh=R/L

77V MBR) 5% (0—2 43) —95%(10—15 47)

—5% (1525 45)

Pi# 0.2 mL/min

717 IR 40°C

EANE:S uL

AF ) —AIRJE : 500°C

A Ak ESI(+), ESI(-)

A VAT L —EET 5500 V(+), —4500 V(-)

HEE—R:SRM (3 1)

2.5 RBREROMN

MARSDFIRE WeBE Lo 7n—%2K 1 1R
To #rEATOWTIE, TR BA~DOWE LRI T20
(2 PP BIZREAME AL 1219 R VR E I A
J =AM E FE U E B O FRiEboE o2
BTl 1920 2% J— I LN LR LT,

BJ—{bL7=7E 5.0 g & 50 mL & D PP iz L (A)
[CEDED, 02%F B E A7 Eh=F/V 15 mL Z/1x, 1
IIREDF AR T4, 3,000 rpm T 5 4y 050 EfE
L. k5% PP filim LA BT/ BT 5, FRIELC 0.2%F
a7 Eh=RL 15 mL 2% T, 5 SREEIE,
3,000 rpm T 5 Frfili Do L Gz BEAZ D
PP i LEBIZEDLED, SHIZFEEIC EDTA 547
TUPERRETR 15 mL 2012 T, 540 fiEES 4. 3,000 rppm
T 5 SrfEliE LBl . BB AL PP HLELE BT
B KT 50 mL ITERT D, EOEKAIRME,
3,000 rpm T 5 Fy s Doy EET %, oz LER%Z 1.5
mL &® PP #F 2 — 72/ BL 726D % 12,000 rppm T 3
Ay EIE DA B . 0.2 pm 7 4L Z—TAIEL, PP o
T ICH BRUTZb D& RBRIAR &5,

2.6 EERIR-BEEEER

B GATREL WEOEMEISC T ER=1
b T ER=RIV/IKQ@INTEEL | S AR 1000
pg/mL Z AL 7, ARAEEIR ORI SN TH, =2
VRIUVEME R AL ) — AT IR Z TR LR JDIE A
J =R LN E LTz 1920,

7Y b= NWIRIRICIAfR U SR T Vah~ A2 2
oA ANT 7R/ AN maTad i
FNWANT VL AN AT FGIR | THRYRZ D 7 FTH
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STz, TelE L, ANVANTV AEERS 6 FRIZTER=N/LT
1,000 pg/mL (2, 7Eh=RILZRRE TV A L AR
ZUAK 200 pg/mL ISR 72, TER=RLCHRL 72
7 FEKLOVE L7 AV AFOGMEE R OB T EE GRS
FEYERR (v 7 u T AN RPUAYE 7 f, 4 20 pg/mL 7R
=NIVEEIR) ZBRV e 24 FEIZOWTCE, 7Eh=RIL/
K(2:3) (TERAREL T 1,000 pg/mL (ZFHHIL 7=,

KAEAE JFU Ny OVE 7 A L ARG SRS o B A 1E
IR AR (v /a7 AR RPU/EME 7 ) ZREL.
10 ug/mL OIRAHEAE IR A L 7=,

2.7 <Ny AR E#R

FREARERH OFEHER I, 10 ng/mL {RAEEHERIRE
7ER=RILIKB2) TAHARLIZ 1 pg/mL 100 pL (2, 7+
A —BE T~ N7 ZAGEHHLH R 900 uL 200,
~ R 7 ZATRNEERRTE 100 ng/mL ZFRELL 7=, ZD~h
U7 AN IR e~ N 7 2GR iR HH R C B B A
RL720.2.0.5.1.2.5,.10 ng/mL @ 6 .05, WED
JEEE AT 02~5 #1L<I 0.5~10 ng/mL O~hY
VI ARBEMER W CERMBERHLE,

50mL% PP LS (A)
0.2%FE7Lh=H) 15 mL
HELTAX 1 min
3053 HE (3,000 rpm, 5 min)

50mL% PPALE L (B) 0.2%XFETE =NV 15 mL
#EES 5 min
15804y Bt (3,000 rpm, 5 min)

| kwn || |
EDTAE A /xR EI 15mL
50mL%¥ PPz [, (B) #REH 5 min

120243 B (3,000 rpm, 5 min)

I
|
50mL%¥ PP 4% (B)
S50 MLER | 7k
1043 (3,000 rpm, 5 min)
1.5mL% PP = —7
35043 (12,000 rpm, 3 min)
Aitd (0.2 pm>7 /v 5—)

LC-MSMS

it |
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1 BELIAL BB I OA A Ak S

“LH—4— Frx sk Declustering Colliaion Collision cell

No. B EE R4 ﬁé%};{)ﬁﬁhj 3 43:& AF AF potential  energy exit potential
(miz) (mz) V) () ()
1 Oxytetracycline 7.9 460.4  posi 461.1 426.0 81 2 14
443.1 81 17 14
o Chlortetracycline 8.7 4789  posi 478.9 444.0 % 2 18
T ATV F 462.1 9% 23 16
AwE ) ) 428.0 55 25 12
Doxycycline 8.8 4444 posi 445.0 1542 &5 0 12
4 Tetracyclin 8.1 4444 posi 4451 410.0 81 2 16
421.2 81 17 14
5 Ampicillin 7.6 349.4  posi 350.1 1059 61 2 8
160.0 61 17 14
- . 349.0 51 11 14
6 Amoxicillin 6.7 365.4 0si 365.9
P 1138 51 25 8
- 292.7 —60 —16 —19
7 I Il 10.7 435. 4341
Cloxacillin 0. 359  nega 3 2899 60 _10 11
8 Dicloxacillin 111 4703 nega w0 287 6l -2
423.8 —65 —10 —25
_R=vUr % - . 199.0 76 17 8
. . Nafcillin 10.8 414.5 0si 415.0
HAEmE P 1711 76 21 12
- . 243.0 61 17 10
1 Il 10.4 1.4 401.
0 Oxacillin 0. 40: posi 01.9 160.0 61 17 s
11 Mecillinam 8.1 3251  posi 326.0 1671 11 2 10
139.0 111 37 10
12 Penicillin G 9.8 334.4  posi 335.0 160.0 61 13 8
176.0 61 15 8
o . 160.0 56 17 10
13 Penicillin vV 10.1 350.4 0si 350.9
P 114.0 56 43 6
14 Cefazolin 8.2 4545  posi 455.0 323.0 50 15 12
156.0 50 23 12
15 Cefoperazone 8.6 645.7  posi 646.0 530.1 51 15 2
143.1 51 33 10
. . 337.0 31 13 12
16 Cefalonium 7.7 458.5 0si 458.8
7R P 158.0 31 25 20
HUEWE . . 292.0 61 19 12
17 f: 7.2 423 423
Cefapirin 3.5  posi 3.8 1520 61 2 10
18 Ceftiofur 9.2 523.6  posi 523.8 241.0 81 23 10
124.9 81 81 8
19 Cefalexin 7.6 347.4  posi 348.0 157.9 61 1 8
174.1 61 19 8
20 Josamycin 10.3 828.0  posi 828.5 109.3 n 4 10
174.3 71 45 10
21 Mirosamicin 9.1 7279  posi 728.5 1583 101 37 14
116.1 101 29 16
22 Neospiramycin | 8.0 698.9  posi 350.3 160.0 n 17 12
174.1 71 21 10
. . . 174.2 51 27 6
23 Spiramycin | 8.2 843.1 posi 422.3 1010 51 19 10
~/a5 8% S ; 88.2 60 111 13
24 Tilmicosin 8.7 869.1 0Si 870.7
i P 174.0 60 61 13
25 Erythromycin A 9.3 733.9  posi 734.1 1580 % 3 8
576.0 26 27 22
26 Tylosin 9.5 916.1  posi 916.5 23 1 4 8
83.1 11 127 12
. . . 192.0 51 27 14
27 Ti I 3 493.7 494,
iamulin 9.9 93 posi 94.3 118.9 51 59 10
28 Leucomycin A5 9.9 7719  posi 7724 1740 16 37 6
109.1 16 87 10
. . 155.9 60 24 13
29 % 1 Sulfamonomethoxine 8.9 280.1 0Si 281.0
Fr7A) P 92.0 60 4 13
_ 184.8 —75 —24 -7
—a—L% Florf | .2 .2 .
30 Trx=a—)LA orfenico 9 358. nega 355.9 118.8 75 p g
31 Marbofloxacin 7.8 362.4 posi 363.1 721 60 58 13
320.0 60 22 13
. . 316.2 60 25 13
32 L7 5%  Enrofloxacin 81 359.4 05| 360.1
Gt acl post 245.0 60 37 13
; . . 352.0 60 25 13
33 Orbifloxacin 8.2 395.4 0si 396.0
P 295.0 60 3 13
N . . 123.0 60 32 13
4 RS | 1 X 274. 275.1
3 HERR LA Ormetoprim 8.0 3 posi 5. 2310 60 o 13
35 Metoclopramide 8.2 299.8  posi 300.0 2211 86 %5 10
184.0 86 11 10
36 Chlorpheniramine 8.8 274.8  posi 275.0 230.1 51 2 10
ZDfth 167.0 51 49 12
i =
37 B AR Diphenhydramine 9.4 2554 posi 256.5 167.0 4 15 ©
151.9 45 5 12
38 Dexamethasone 10.1 392.5 posi 393.0 8731 n 1 14
355.1 71 15 14
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2.8 #INEIER

) —A4b U 72 A2 105 PR S OVA= R i B L B 4 ) 122 36 5
DO—HEETH S 0.0lppm (2725 X 912, 1 pg/mL &
AREAEYRIE SOpL 23N L, 30 0 MEE L2 b O &2 s
SnEIGRER L& LT, ﬁF%H&aﬁ*ﬁrT“@W%ﬁﬁﬁfﬁT
T 2ALEMDTEAE LT T2, D721 EEAEVRIR
BN & [BRE L FRE IS 2 BR A Lf:aitﬂ O
TH O TR 50 L 72,

3 BREOEBE
3.1 LC #Z 2085t

GL Sciences ! InertSustainC18 7.4 (2.1 X 100 mm,
3 um) K% O GL Sciences % InertSustain AQ-C18 PEEK &
Z 2 (2.1 X100 mm, 3 pm) |22V VT, 10 ng/mL DIEAAE
YEPRI 2 FO C BT LT,

R CI8 ITLEMALIZSEA L LT, AQ-C18
PEEK 717 2% A LTZBEOL B0 — 7wk M OV
SiE, B TOEH THREFL E(TEX IV ZERE 10
~1.9FRRFE) ThoTo, F5iT, TEF VLI OHMNERIL
<, E— 7L 2.4 5, m3lE 4.8 5 ThoTo, AQ-
C18 PEEK W7 1% M HL7-BEDOALA P O LRFFRER I
C18 HT AL THRFFN B THY, TEXF T VI
PSS DALETIE 0.2~0.6 43, 7TEFT LI TIE 2.1
S IRFFRE S R o T, PRFFRERI 32 A ~T 40, JIE
KR E DOFE IR D AR IR EE N &< bZ&TL A
AN EFH U= ENFIKREE 2 BT,

3.2 RATIVOE

e N2k, HTRESAT LIS PP BT
DA 50 BEERZICB W THEELIZE — 7 i Tl
EFRETHDHN, PP FINAT LDEATH-TH 10%T
Th=RIV (T ER=RILIKA) R DOF 7V D
E— 7D 45%F TR 358 RS eR ST, AR
%ET“ i?‘ﬁ%ﬁiﬁfmﬁﬂfxék&) [FIRE D RRFEE FEHE L 7=,

T 10 ng/mL (7 Eh=RL/KG2)VEIR) &
Waters ;@T{Eﬁ PEALVEE 5 2 7B HH T 24T )V O GL
Sciences i PP HLFZHH /XA T /L (4% n=3) IZFRHIL | FRH

B, 10 L T* 50 IRefl#% (4°CH iR AFE) ICHIEL | PP Y

OFE R O —7ifEZ 100 LU T, L7z,

FER HTARSAT LTI E % The — 7 H i
DL TWDLEWN 3 THE (RAAE T AU 1 A
VoA 1, FARTV) FELTL, —J7, PP #3g
TIUTIEFAREL 50 R R T, VIV EE e ks

MO — 7 wFE CIRIEBA I AN -7 (K 2), Lo
T AT ML PP AT 22887, Fio, BREBRIE
WEOFABIZ BN TH, TTAZRETI3e< PP g HAfil
Rdaziiliz,

=2 ALBEMDONAT NI LD L (n=3)
(FRYEHE : 72 =)L /7K(3:2), FRHLE % (0H).,
10 R (10H)., 50 BRI (S0H) D L)

SHELE % OPPELA 7LD
v — 7 HifEA100& L7l

No.  BEWWHEIRLA PP VG ML PR I
INAT IV HIANRALT v
10H 50H OH 10H 50H
1 Oxytetracycline 98 105 102 101 99
2 Chlortetracycline 90 103 101 96 101
3 Doxycycline 102 96 106 96 97
4  Tetracyclin 93 99 100 95 92
5 Ampicillin 99 101 103 102 104
6  Amoxicillin 100 118 104 108 118
7  Cloxacillin 95 117 104 103 129
8 Dicloxacillin 99 107 100 94 86
9 Nafcillin 87 89 102 87 92
10 Oxacillin 94 9 9 97 92
11 Mecillinam 91 98 100 95 100
12 Penicillin G 93 93 101 94 9
13 Penicillin VV % 9 106 95 93
14 Cefazolin 100 100 102 100 97
15 Cefoperazone 95 107 109 102 109
16 Cefalonium 88 99 104 99 97
17 Cefapirin 100 103 103 104 104
18 Ceftiofur 93 9% 101 9% 97
19 Cefalexin 92 9 98 93 94
20 Josamycin 89 93 97 90 93
21 Mirosamycin 88 97 97 89 98
22 Neospiramycin | 88 101 23 13 19
23 Spiramycin | 90 103 26 13 18
24 Tilmicosin 103 110 0 0 0
25 Erythromycin A 8 101 102 89 100
26 Tylosin 85 89 100 83 91
27 Tiamulin 90 100 9 93 98
28 Leucomycin A5 87 92 9% 89 93
29 Sulfamonomethoxine 91 96 102 94 99
30 Florfenicol 93 91 98 102 82
31 Marbofloxacin 9% 104 90 81 84
32 Enrofloxacin 95 105 93 8 8
33  Orbifloxacin 91 96 % 91 9
34 Ormetoprim 89 93 100 91 94
35 Metoclopramide 85 92 100 89 93
36 Chlorpheniramine 86 91 9% 84 86
37 Diphenhydramine 89 95 98 8 95
38 Dexamethasone 90 83 101 89 105

3 BELORIFN
AR (T T ARRAFR &5 | 4°CI R



Bgo 2 IEHE (B 77U BT FATIN) BEX . HAR
FTAL DEJE K OO TR FE O B A=l A 7- U=,

17) DIREFEHERIR (10 pg/mL) & H S OIEE i |
ZIEN 10 ng/mL (ZARL , B — 2 mfa bl P77

PEZRERB LT,
REBEEPTIE, B7 7 ARV RAUVEMEDR S 5 SROBRE
FTHMANC DT, Hdh DIEEMEFHEIC OV TR, ~= Atk RHERIRCIR A EERRORIARO MG,

W2 E DT E B BERPUSNE FIRWRIFOTRR . 4
B RINSERN T 7 VA RRGUEME O—F 53 Ht
ERRT T IE THD,

Vo BB OF 7V Ry GRUDLR=
) =y V(T2 )F U ATF L= ) BT
FRARV RHAEME O 77V ET7aR T ADE

1,000 ug/mL 7 =R /L/7KQ:3) R /S K IE 72 I8 =
MZdHole, Zh 5 FEOIEAEF A2 AR L | HlE

# 3 WINENERER S R (n=5)

HANRGIEERZ RIS 52Tz, A& IR No @it Bl ek
RPIR B I ER IR D RAFIZ DWW T | T A8 PP 1 Oxytetracycline 74(7.7)  84(9.7)
8% F B R B N D 2 Chlortetra_cycline 73(2.9) 77(6.8)
3 Doxycycline 73(4.1) 76(5.0)
4  Tetracyclin 73(8.6) 72(2.6)
3.4 EHNENERER 5  Ampicillin 73(4.8) 86(4.4)
iy = 380 38 TH BTHILCL 2R R OB iz 6 Amoxicillin 82(7.1)  93(5.7)
F = R R BR O e (n=5) % 3 1o, AN ; g'l‘;’l(:x";'(':'lrl‘lm ngg 2‘5‘238
D 2 BHERE, IARTA ORI BIEMHETHLIEE 9 Nafcillin 81(0.8) 87(L.4)
([E ) 70~120%., DHATHERE 25% A OFFHIZAD | 10 Oxacillin 91(1.9) 89(2.7)
R B G2 R Tho7, A O RIL 70~98%. 1 'V'eCi":Inam 82(6.8) 92(6.4)
e . s 12 Penicillin G 87(5.7) 92(2.5
PHMTREEEIL 0.8~9.7%. 4B CILENFE MRV 2 IH 13 P:::z:n:zv 83E4 8; 8522 2;
HERE 72~96%M TN 1.4~9.9%THY, RiElx, A7V 14 Cefazolin 83(9.0) 78(9.9)
—= 7L L TR TERBRIE Th T, 15 Cefoperazone 85(9.7) 81(8.4)
VRINEI R AME VBT, BT O BT 7EY 16 Cefalonium 82(4.6) 94(8.8)
17 Cefapirin 75(8.4)  55(46)
vT7FATND 2 HEB ThH-oTz, BRSO Z 7 18 Ceftiofur 70(4.6)  58(27)
D728 | FEHERINE R T HR B2 B As 3 2 BN 1L 19 Cefalexin 74(8.7) 91(6.1)
RBREERLT-E2A, 77V TR 97%, HFT 20 Josamycin 90(6.9)  90(6.4)
" o P 21 Mirosamicin 94(5.4) 85(4.7)
FE 6.1%, &7 F A7 MZEILE 97%, JE 6.1%
i i mﬁ% 22 Neospiramycin | 83(5.3) 80(7.8)
& RIFTEGR ChoT, R0, B MWLY€ 23 Spiramycin | 84(5.1) 81(65)
TEVATBER U DB T T B F b7 7E T, 24 Tilmicosin 96(5.5) 94(9.1)
CIFA TN, FATaA T F AT ARBE . 25 Erythromycin A 93(5.5) 81(L.5)
R A R L7 % 2 Hs, A, R#EEnT gg Egmn gggg 3283
TE B, BHE LD HEF 20 (R E - pH) 2 Mgt 28 Leucomycin A5 92(4.6) 85(4.5)
T HOMENDD, 29 Sulfamonomethoxine  91(8.5) 95(7.3)
30 Florfenicol 88(7.4) 93(6.7)
. o o
A R B OV i o B T R 3K 5 38 THH 2O 33 Orbifloxacin 85(5.9) 96(8.3)
T, LC-MS/MS 12X AV —=2 T hribEE et Uiz, 34 Ormetoprim 90(2.2) 90(4.9
i _ (2.2) (4.9
LC #5117 AQ-C18 PEEK #5 A% 52 LT, KT 35 Metoclopramide 94(3.2) 91(3.4)
TSN CRE < LG I 36 Chlorpheniramine 96(5.0) 81(3.4)
TEFRVVVACOWTRERSCHIE T 588 TET, 37 Diphenhydramine 98(2.3) 91(4.0)
Fio IR Z T B b= LK (3:2) AR L7235 38 Dexamethasone 93(4.3) 89(8.1)

B TH PP RAAT LA I THY, 50 Btk THLEL
TZRE S ATRE Cdoo Tz, BIMBIGRER 21T > 7t 2R, F
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