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1@%%@#%55—’,;1&?»% 1@}%@;&9@%—’/;1@?A% - \I’;t‘ﬁj\
O ?T £ % % (tulathromycin) | § # & ¢ ?F F % % (tulathromycin) Feez
S 2 ¥ o HoE -
2. ¥ CRMEEERE L |2 B2 BRMEERZ EM ML 2
5 i kA7 R B R (liquid | 5 rUR AR K 49 B B k(liquid | % 2 e
chromatograph/tandem mass | chromatograph/tandem mass T
spectrometer, LC-MS/MS) 4 47 2_ * | spectrometer, LC/MS/MS) %~ +7 2. = R
% o % o WA
2.1, %% 2.1, %% (U
211, RAp KT e ERE R 211, RAp KT e R R |
2111, B3 0h 0 R F S 21010 IR RIS 4 v 20 g
(electrospray ionization, ESI) o <+  (positive _ion electrospray L Xk &
2.1.1.2. %45 ¢ : Poroshell 120 EC- | ionization, ESI*) © 5 2 R
C18>2.7um> p f23.0mmx10cm~ | 2.1.1.2. & 45 ¢ : Poroshell 120 EC- T ik
o Cl18>27um > p fE3mmx10cm » %ok

2.1.2. < % (Centrifuge) @ 7 i
5000 xgr4 * '*Ff °

2.1.3. g R & F(Vortex mixer) °
214, & F A & F B
(Ultrasonicator) °

2.1.5. 2§ #(Homogenizer) °
2.1.6. # iF B (Shaker) -

217, B4p EF B2 7 % % (Solid
phase extraction vacuum manifold) °
2.1.8. % F ik % % ¥ (Nitrogen
evaporator) °

22, FE VR S L M2 RIS
o dp AT B e B £ K (25%)
9 AROR Y RE AR 3 S
K7 EF25°CT £ 18 MQ - cm
b %\ - # % A (tulathromycin A)
HE* 8-

23, BEZ 4L

23.1. ZE#L 1 10mL -

232 s g 1 50mL > PPHE o
233. H 4p F P~ @ (Solid phase
extraction cartridge) - Oasis MCX >
150 mg > 6 mL » & fF B 5 o

234, Ja" 1 34/20.22 um » PVDF

B

e g o

2.1.2. 3 < # (Centrifuge) @ ¥ &
5000 xgrz % °

2.1.3. *g R & F(Vortex mixer) °
214, & F§ A & F B
(Ultrasonicator) °

2.1.5. 2§ #(Homogenizer) °
2.1.6. ¥ iF B (Shaker) -

2.1.7. B % 4 5 B~ % % (Solid
phase vacuum extraction manifold) °
218. % % Z & % ¥ (Nitrogen
evaporator) °

22, RE VR S 29 RO
wpdAp R 4T 1 e s £ K (25%)
RO Ao B 4 g
K7 EF25°CT F 18 MQ - cm
), j\ PiE AR TS
(tulathromycin A) °

23, BEZ

23.1. &% 10mL2 20 mL -
2.3.2. d< 4 1 15mL2 50 mL > PP
i

233. H 4p F P~ ® (Solid phase
extraction cartridge) - Oasis MCX »
6mL > 150 mg > & &% o
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24, #FH a4

2.4.1.80%¢c % 3% ¢

P~z 35800 mL > 4c 3 B3 R ié =
1000 mL -

2.4.2.95%¢c %A%k

B~z 35950 mL > 4c 3 B3 R ié =
1000 mL -

243, FB30%

B ¥ j’l’r;lmL » 4 80% 2 H%/p/] i =
1000 mL -

24.4.2%" Bain ik

B9 A2 mL o 4e 3 3SR =100
mL -

24.5. 75%% k2 ¢ 3Rk
P~ % k200 mL > 4c 2 % & 2 1000
mL °

24.6. v bpfr2 e RA R
Bt & 121000 mL > 4c ¢ 3 100 mL >
I EERE S E Yy TR
hi
25 #HEdpipirz Ay

251 #BE4piaiRA

FEP~ P B4e3153 mgZ ¥ fil mL -
A3 B3 oK% fR R 201000 mL o 5
/{%’3%-@/{% Jiw‘z 'L'Fff"f"#ﬁzp i3
A o

252 ##4p%RB -

FEP P B4e3153 mg% ¥ il mL -
4 95% 2 3 A R B R = 1000
mL > (5 R g 0 Prpik BT
1% RB -

2.6, TR 2 Feyl

B"%& PREAFHR* 8 5910
mg o AR A SRR R
TF 210 mL > (55 EE R 4
BT o TRt B B R
TLFS B AR R Aﬁrﬁi 1 ug/mL > &
R o

27 ¥z

2.7.1. %P~

2.7.1.1. #ep

Bkl e 21 > B2 M
SRR R
#%10mL » @]I\g/vhr-lfév\ %‘flo

e R o

234, g
7

24. #FHzHW
2.4.1.80%¢ %A% ¢

P~z 3800 mL > 4c 2 B3 K
1000 mL -

2.4.2.95%¢c %A%

Bz %950 mL > 4c 4 HF ok S
1000 mL -

243, FBR

P8 A lmL > 4c80%2 M3k it =
1000 mL -

24.4.2%"% pain ik

Pe? A2 mL oo 4o d B ok 20100
mL o

245, 75%% k2.t iRk
P~ % -k200 mL > 4c 2z % % = 1000
mL o

25 BpdApn iR AW

251 BEApBIRAC

P9 pe4e3153mgs 7 gl mL 5 14
4 #3 KA R 21000 mL 0 g
Wi Brp ik RS B AP IA R A
252, #E4p%RB -

PP AL4%3153mg2 T gl mL > 12
95%¢2 3% 3 %% f& 1€ = 1000 mL »
SRR PR RITS B4R
"B e

26 Wi et :
ipg 3 2 %#ﬂ,g’(% 10 mg2 ¥t
B v 11 0E 5 %Fﬁif”i$+
KiafEx 2% 210 mL > 17 5 HRE
Rk o Ak o TR PR R
B » A EARZ AR

3 420.22 um » PVDF

ki =

pg/mL o TR A R o
27 Wep2Z B W
2.7.1. 5B

2.7.1.1. vop

R MIBE S B N2g il
B‘%t\fi}ﬁ:’\*? c‘iéc)\ =P % 10mL >
R G 1A R 104 4
5000 xgift s 104 40 B~ b i « &
g’}}’”-ﬁ%t)‘ﬂ- /]ilo mL iz’;-—r

oo A B ELFR e A M A




A A5 o 125000 xgHes 104 48 0 Jc i
L IR 4“)‘—r3’n_p_}i'10
mL A s ‘Jr'}b% —1—3"1/}\ °
~ F”QL%E T "iﬁ?—fcw 5 J‘%;K
RISmL s %R £ 12 4 37 10
b ds o 115000 xgHee 5448 0 BT
%j&#%t)\ z L%ég?—}friﬂ z J%M
ISmL> £4F F i 3l BT Ry
it 2040°CkiE ¢ 1 F FRHED X
4mL > 4cd g3 kit 220mL > &
SE AL o

2.7.1.2. poER

ﬁi—v]ﬁ@& *7’&7’?’,9 B 1 g0 HEAE
BT B gy o e r R
R10mL > SRR & 1448 =710
bk 125000 xgdes 104 480 T i
PFR AT E A EPBRIO0
mL o £ 44 BE I o £
P o der v W hE oz e R
RISmL > %CFR &1~ &0 R F 10
48 0 115000 xgires 54 48 0 BT
R der e s befrz P mAR
ISmL > £47 1 A F1= > BT
RN 40°CHk iR g ffj ’%éfﬁj— 5

1’3')-\,

A

}ﬂ

4mL > 4cd 3 -kid £20mL > &
,& L #* o

2.7.2. &L

2.7.2.1. »ep

BT L& R AR A s 2~ FE

A2 RS mLA 4 g+ kS mLE
M2 B4R E B ® 0 AR 2%
® A RS mLE U EE5 mLik A s
o Ram AR B 5 5% ke
Hip oML o TR o
40°Ckis® 1 F FRGFI I AR
Frber HEARB RATML > A
AR 107 4875 2 0 075 ik R
i o Pt R 500 uL (a) 0 e A
B 4075 R A 1€ 8% % 1000 uL (b) -

ML SORNCE R TR
2.722. p @ﬁ :

BT 128 mEiv* A%
%r2® pES mLE & 425 kS mL
2 FARE BT - H o dR > 112%

A~ AR

frz e 1SmL MER E1A
4 > #/E;floa\ 5 0 115000 xg#e 5
A é,,z"f/%],,zﬁ)xbni
éﬁ"f\—"i e 215 mL > ik iT-
Lo BT Ry ;‘fé » 340°CARiE P g
Fik#E1 H4ml- £ 13 B ok
FE20mL o EE L .
2.7.12. 5
5’4%6%*"%%*%53 BN g iR
Bt oE ¢ oo 4o F B 10mL
FURR L 1A A RIFL10A 40 1
5000 xgagos 104 40 B~ b F ik o A
FrL e r X 10ml €475
Br— X é‘,m F,F,,;zo%c%bﬂiée
frz e 1SmL> MER E1A
4 %Efloa\ 5 0 115000 xgde 5
A A ﬁl,,;z"f@,,;zéu%z,ni
fﬁ"ff" =15 mL > F $dff (¥ -
X BT }é] e 340°CHKiE ¢ 1§
F ?iééf;ﬁi ‘/]4mL’# PEY =TS
2.7.2. E ALl
2.7.2.1. »ep
B 108 B AR L~ TR
£1217 S mLs 4 45 kS mLiE
2 FARE B® 5 J R 0 112%
P AR RS mLE P OfRS mLI;(}:\r/n
B Rin AR L1 75%4% ke
FinamomLit g o T bR o
40°C-kig ¥ M F FIRHFL doo b »
#HEApaRAlmL > A2 H RIRT
104 4 > 1% 5 ik ik - Pk ik R
500 ul(a) » 4e » BB 4pIB IR AR
R8¢ 5 1000 uL (b) > iR £ 353 > &
B 0 TR o
2722, P
BR7.12.8 B i H AR 2 8 TR
2027 g5 mL2 4 33 kS mLiE
2 FARE BT 0 F AR o 2%
ﬁ’x/p‘ #SmLz ¥ ﬁffS mLi% & jn
o R AR o B G 5% ke
WogkomL o T bR 0
40°C-Rig # 1§ F RHFE dgo te
BEARRRAImML > 1Az AR T




| LA RS mLZ U RS mLik B
s @R B E5%% ke
S RomL® o T i iR 0
40°C-kig ¥ M F FRMI IO AT
Fher BEAPBRRAIML AT
RIRITI0S 475 13 0 1T 5 Wik R
e o B 50 uL (a) 0 e 2 B
T Ap B iR A & A % 1000 uL (b) -
REDY > SRy HiTRRe
28. AT itk a2 T
2.8.1. #up
v k2 g R275BE 0
B Rk o> B9 ¥ Rk 500
pL > A B4~ R 7% 50~500 uL
2 EHE ARG RAS A
1000 uL @ iR £353 > SRR
AT e B AR R T 5
BT AT o g SRR AL
ok L R RAAKRR
#70.05~0.5 pg/mLz A & 7 fe
wESR -
2.82. P
v kil g R275AE T
B Rk B2 0 iR RESOUL
A B Ae o R % 15~ 150 pL 3
EEMF AR IRA A 51000
puLo R E353 > SRR 0 BT
AP RGBTSR R BT A
EEAPT R PREAZ LE G
o R E2Z 3P EEAER W
£0.015~0.15 pg/mLz & F ™ f
BER -
R R SR SR
& 47 # * Poroshell 120 EC-C18 » 2.7
pum > p f5£3.0 mm x 10 cm ©
FHEApB R D AREBR YT A0
EREEHR AT

FFF(min) A (%) B (%)
0.0—1.5 95—95 5—5
1.5—-1.6 95578 5522
1.6—53.0 78—0 22—100
3.0—4.5 0—0 100—100
4.5—4.6 0—95 100—5
4.6—8.0 95—95 5—5

10448 (FL iR Rk - Rk R
&S50 uL (@) » 4 » B EARB RATR
B4 51000 uL (b) » R £33 > &
TR 0 TR o

28 AT TR E R WiT:
2.8.1. g

B v 2 g0 R27.6B TG
Wik ik £5500pul () A % 4c
* R % 50~500 ul 0 F 4e ~
B Ap % R AT B A 5 1000 pL (b)
R LIy X SRR A
TR R AR IR o BT AIE T
Qﬁ;ﬁéﬁﬁéiﬁ%&ﬁ&%
Bzo kR 0 8 170.05~0.5 pg/mL2
BT RRES -

2.82. K

o il g0 k276D
Wik Rk o B350 uL (a) » A %l 4c
AR % 15~150ul 0 £ 4~ B
64003 R A R4 5 1000 pL (b)
A DR TR
TEREERB IR RT AEEEF
AT PR L G R
Bzo kR > @ i170.015~0.15 pg/mL
2 AT T RRE AR

AR R 47 B B R R i 2O
& 17 ¢ : Poroshell 120 EC-C18 » 2.7
pm > P fE3 mm x 10 cm e
AR CAREBR T F0E
EREEFHR AT

FFRF (min) A (%) B (%)
0.0—1.5 95—95 5—5
1.5—1.6 95—78 522
1.6—3.0 78—0 22—100
3.0—4.5 0—0 100—100
4.5—4.6 0—95 100—5
4.6—8.0 95—95 5—5

# B 4pseiE ¢ 0.3 mL/min

A r% t5pl e

Y3 LN D ESI o

£ g % & (Capillary voltage) : 3.8
kV .

# + & E B (lon
temperature) - 150°C -

source




# B 4poeiE ¢ 0.3 mL/min -
A ~% 5ulL-
B+ i H5S D ESIE S o

< i § LR (Capillary voltage) : 3.8
kV o

# 3+ & E A& (Ion source
temperature) - 150°C -

% ¥ 4L 47 & R (Desolvation
temperature) 600°C -

A ¥4 57 5 i (Desolvation flow
@) : 800 L/hr »
wopes 0 3 £ R & R (multiple
reaction monitoring, MRM) o ¢ ip| &g
+ %~ B4 7 & (cone voltage)&
Fi 42 e £ (collision energy)4c™ # o

o]
IR B A
A A5 g (mz)> T& &g
Aas (V) (V)
(m/z)
3 HAA 2332* 7 32 4
(Tulathromycin 806.6 >
A) 116 32 52
LR H
] b ouRp) FE A ﬁ% ;Wf a3
RATie * 2 RE R ETIF B 2P
[ERENE

2.9. FHEKE TP
fé‘ﬁﬁﬁ"tﬁuilzﬁ? ﬁ‘”’fﬁﬁ“
B A Sul o & ] /li”méﬂﬁg
Uil N ’IZ§28EPI'+|*‘EF’A’\
17 ° »j}’lﬁui""k’%? fete £ 8% %
MERLE FTERFZE FEF R
R AR H AL 5 )i(t;)ﬁ;’fwi » T i
TP ESA R fj*txgt%
2.z £(ppm) *

b fj*#f—l;gl% 2.z £ (ppm) =
CxVxF

Ste

M
C:d AT miERLETHRR
F £ % A2 k& (ug/mL)

Vi E S L F 2 WA (mLl)
M:Bfairiil2 £ 2(g)

F: @iz d bak®

FE2 AP A D TS H

% ¥ 4 4r E R (Desolvation
temperature) 600°C -
% B4 47w i (Desolvation flow) :

800 L/hr -

WoplEsY ¢ 3 £ F & R (multiple
reaction monitoring, MRM) o 1§ ip| &t
+ %t~ 124544 T /B (cone voltage)#?
Fi 4 it £ (collision energy)4c™ 4 @

B+
WERAE T B4 R
A 174 (mfz)> =& Wi
A+ (V) (V)
(m/2)
., 807 >577* 32 48
FaER 807>116 32 52
*EE RS
P bkl R Mfr?» F P

, ¥
Tt 2 RB o W RAE L2 BT

T
2.9. LR 7 ERIE

T ik 2 AT TRBER
B Sul o A wlE o~ kip kAT e
BEHRY o R2B. & IEEEFE A
17 o ﬁ}’lﬁ/l? "t’&gq itk & &% %
MERLE 2 FFERFZE S EF R
BoplAR SHAE S S B gl 2 > ¥k
THEE SR e ﬁ*a‘lx&%
2.z £(ppm) :

W4 3 2k 2 4 £ (opm) =
CxXxVXF

g

#
2 g
P
4

ﬂ ﬁ_’\ﬁ;ﬁ et E R LT

quﬂ W% 2 kR (ug/ml)
Vet ts TF 2 M (mL)
M: 24474 E\fi:i(g)

F:iFrfss Jbaky
AP R AR d TS He
TEHEFIH2Z A E G F AT

(=100%) > % 3§ Fl4e™ -
> 50 +20
>20~50 +25
>10~20 +30
=10 + 50
Ml AeER T 2 LR AR

v 5 0.05 ppm o AT pOER 5 0.3




B2 G AR
#(2100%) » F 3 §F 4T

> 50 +20
>20~50 +25
>10~20 +30
<10 + 50
Rl AeER T 22 TR R

satp % 0.05 ppm 0 TR S 0.3
ppm °

2 ALY G RPRRE R LT
B AR o
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tulathromycin in swine tissues by
liquid chromatography-tandem mass
spectrometry. Anal. Methods 6:
6745-6752.
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%5 K& 17 Bl¥

343 m/z 806.6 >577.4

W 0% ok % b 1% 1B 1% 18 % fm 5% 5

Time (min)

B - 2 LC-MS/MS % 47 53 P#EA
1 .2 MRM Bl 3%

ppm °
2. B TR ERBER P
o s p TR

R 2k
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Martin-Jiménez, T. 2013. The role of
the macrolide tulathromycin in
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