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Pt %o WD R
i3 AR T TR E o
1_@%%@[@:7}\%@5@—%:*;&%%1 lﬁ?%@j\%‘%”/;ﬁ?}f"% - \Fiﬁ%%
HRAEF2ZVp s PERSF 20 | HRA SR S PR S B oA
F ¢ v TRl Z (tetracycline) £ 735 f | g % ¥ ¥ ¢ » Tk i % (tetracycline) ) Zti
A E(EA LR & e FIHRE F(FE L)% ol
245 E RMEST B EIL S | 2% IRMESER ZL 1S 228"
o Ap K45 or B R GF & (liquid | R A K 47 B B R ¥ R (liquid % Toger
chromatograph/tandem mass | chromatograph/tandem mass - H B
spectrometer, LC-MS/MS) 4 7 2_ * | spectrometer, LC-MS/MS) 4 47 2. = i o
e eI - ~TE oz
2.1, %% ¢ 2.1. %% r = m
211 Rip AT R B HR 211 AR AT R B R v le
20101, 3+ 0 R OFE A 2100 SRR OEHE SN el LS T
(electrospray ionization, ESI) (electrospray ionization, ESI) ° [
2.1.12. k45 + ACQUITY CSH | 2.1.1.2. & 457 ¢ : ACQUITY CSH 7 S -
Cl18  1.7um> p Z2.1mmXx10cm> | C18> 1.7um> pr j£2.1mm x 10 cm > Tz - e
s o P s o lgﬁ’ s -
2.1.2. & < 5 (Centrifuge) @ ¥ i | 2.1.2. &~ 1 (Centrifuge) @ ¥ & ah o
12000 xgrz ¥t 8 B #5417 :£4°C12 | 12000 xg 2 b o f B g4l 7 E4°Cr | = T2 0%
T X T X i}ﬁaﬁlJ N
2.1.3. # §F % (Shaker) - 2.1.3. #& i #(Shaker) - M4 % 2
2.1.4. 3= #(Homogenizer) ° 2.14. 5 F;fr %(Homogenizer) nH ¢
215, F F & ¥ % & (Nitrogen | 2.1.5. § § & ¥ % ¥ (Nitrogen  Beoiu
evaporator) ° evaporator) ° EONOBR IR
2.16. F4p E 7 H B~ % (Solid | 2.1.6. F4p E 5 % P~ % % (Solid >z T A
phase extraction vacuum manifolds)- | phase extractlon vacuum manifolds)e T ope
2.1.7. kiR & F(Vortex mixer) o | 2.1.7. R & F(Vortex mixer) ¥ sz 1
2. FE VR ST e R 2D REIIR VAR LR F | k¥
SRIDER T RAP A ITE 2 A L | 2 RIBEY RARA T Z A IR %k

(trichloroacetic acid) ~ #ifs & = 4
(Na;HPOu) ~ 8 ¥k ~ Bpe~ 4 5 1
g2 e = dkw fiy ik - 4 (disodium
ethylenediaminetetraacetate

dihydrate, EDTA-Nay-2H,0)=4x *
REHB A BET RO TR
25°C¥ 18 MQrem ) Bpew
R E BRI REKF > BRE
EREE R S R 4
epimer-tetracycline -~  4-epimer-
oxytetracycline % 4-epimer-

(trichloroacetic acid) ~ #Efs & = 4
(Na;HPOs) ~ 8 ¥k ~ Bpe~ 4 5 1
4 F ¢ - drw T AL - 4 (disodium
ethylenediaminetetraacetate

dihydrate, EDTA-Nay-2H>O)3=4x *
RESE G IR TR
25°C+¥ £ 18 MQ-cm!/ }) ; #pge
HiE - BRI REZ  BRG
IR W R RiEF 4
epimer-tetracycline -~  4-epimer-
oxytetracycline % 4-epimer-
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chlortetracycline¥t e * &% 5. -
23, BEZ 444

23.1. 7L ImLE 10mL -
23.2. dgF 1 50mL o PP o
233. H 4p ¥ B~ @ (Solid phase
extraction cartridge) - Oasis HLB » 6
mL > 500 mg > 2 & & o

2.3.4. Ja A : Whatman No.2 » &
BE o

2.3.5. g%t 3L 720.22 pum> Nylontt
B e

24, #Hlan W

2.4.1.0.1 Mg $gB2 i3 7%

PR IFR10 g 0 114 #3 ki g3
iz = 1000 mL -

242.02MEIfc 3 = 4057 ¢
PR E - 28490 113 S
ki3 #% 1 21000 mL

2.4.3. Macllvaine’ #=% ;% :

0.1 M#& a3 %615 mL%2 0.2 M
FAftd = 4% 0%385mL 0 R &S o
1201 MR #5p&i% % 0.2 MBifis &
S A RBEPHIALO0

244, FBip

fPee Z Mew fippk - 4437290 ™
Macllvaine s &% % /% f# i¢ = 1000
mL o

2.4.5.20%¢c %%

Bro grd g ok 208 (VIV)
R

2.4.6.5%" pgi% R

BV opR g g3 k0w 5195 (viv)
R

24.7.25%= & pEpLp iR

P~z & Frpa 2500 3 # kB
27 & 1000 mL -

25 HEdpinirzZ W

251 #BE4pa A

B® Az lmLo e 3 33 -k & 21000
mL > 1 R 0 Bl BT AR B
1B RA

252 ##4p3%B -

B? BilmL> 4v 2 3% & 21000 mL >
M i g 0 Bl iR R TEAS B4R UR

chlortetracycline$4 pg * &% 5. o
23, BEE RS

23.1. 28 1mLE10mL-
2.32. gt 1 50mL > PP
233. ¥ 4p F B~ @ (Solid phase
extraction cartridge) - Oasis HLB » 6
mL > 500 mg > & % o

2.3.4. Jm : Whatman No.2 » &
2.3.5. %34 720.22 um o Nylontt
B o

24, A A

241.01 MR 53 7% ¢
BFRIERIO g0 114 43 ki3 13
i# = 1000 mL -

242.02Mmifaa - 45 0% ¢
HPpRpi s - 4284090 M3 g+
kA f3@ 21000 mL -

2.4.3. Macllvaine’ =3 %

0.1 MR #pai% % 615mL2 0.2 M
AP & = 4% %385mL s R &5
0.1 Mg ¥ pais ik 240.2 MBifis &
B RAFEPHL A0 -

244, FB%

Pt Zkey L R 437290 ™
Macllvaine s &% i% /% f% i€ = 1000
mL -

2.4.5.20%¢% %%k -

Beo g d a3 ok 208 (VIV)
2 R

24.6.5%" fRin R

PP g3 ok 5195 (VIv)
g e

2.4.7.2.5%= & fppeip ik ¢

WO AR 2500 kR
f2i = 1000 mL -

2.5. B AR B R AU

251 BEApBRAL

B glmLo 4e 2 323 -k 21000
mL > 1 g S e 0 PR (TS B
ARBIRA -

252 #E&4piaRB:

B9 BilmL> 4v 2 % & 21000 mL>
MR R e 0 B iR T AL 4R
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2.6. il in v 2 el :

B“#Eé*?‘ BiE o F e Rk
2 e hiE d ]10 mgZ ¥R *

T E . EBE e RikE 4
epimer-tetracycline -~  4-epimer-
oxytetracycline > 4-epimer-
chlortetracycline B * 1% & & & 4
10 mg > HFEfLE_> » W] 1 T fRi3 f2
FEEFII0mL > 7 EE R
AT TR R E LRER
R A 20% R AR
0.025~2.5ug/mL » & i 88 7% o
27. ¥z a
2.7.1. FB:
2.7.1.1. #ep
Bt MmN 5 g HaE
RN RIS RIS § ST
15 mL » UF R & 154 0 JRIFSA
& > 113200 x g&L.w 104 480 Bt i
R ARFHL A FER15mL
ﬁ‘_z‘ff{f?’\— = @ o /’%L/P? °o 4 X
;e =lbmb % RiR & 14 4
'ijAv\ 4 0 113200 X Q3L w54 45 0 B
TRIR o A e 1o mL o E4F
1«“*5'%—‘ X F é] i q—/[%l \ﬁ/@
gL E o
2.7.1.2. 54+
MR 3 > HEPSmL §
WAL E P oo de » F P20 mL o
HRR E1A G RS
3200 xg# = 104 480 P~ b ik
.
2.7.13. pBE:
Wte M mr 2T 5 B2 AR
Mo B dpa g P oo e »25%=
£ AR 10 mL o ER & 14
48 > PR T 54 480 1213200 xgdw 54
B R o RTH  ZBR
15mL> €4 EP- x> &8 iF
;‘Ti cder e =10mL e YRR £1
%’EQfS/\ﬁ_ » 113200 X Qi

!

E—
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R E’if HF F TRk

B o

2.6, WA R 2 e

AR E e Rk E - F er%.ﬁL
F e ki o AR ek
i —,% s 4-epimer-tetracycline ~ 4-
epimer-oXxytetracycline - 4-epimer-
chlortetracycline$f p& * & & 5. 2 X
10 mg > HFEAL T A W17 53 3
%% 210 mL o 175 % R

AR TR R LR
RO E 0 120% e %R AFTE L
0.025~2.5pug/mL » & iT4E 84 7% o
27. ¥z

2.7.1. 3B

2.7.1.1. wep

et S B S g A A

MR B E P o b TR
15 mL > %R & 1A 4 RFSA
450 1213200 x g.w 104 45 > B~ .('_%‘..
e mF R A~ FPR15 mL

E_\f_7r EBe— X0 BB ER o 4

x
L 215mL o SRR & 1A B 4R
JfSAv\ % > 123200 X g3~ 54 48 0 B
TRk EAFSHI S T ER
il x@,;g, R (A
2.7.1.2. 5

i"‘ﬁ*ﬁ/vh% 6 FrEEES5mL &
/}l\%g‘“ ? IR 'r B-%20 mL >
ERR E LA s RS A 0 Y
3200 xg#r < 104 48> B~ t 75
v o

2.7.1.3. pER:

MR im0 > B N2g MR
R AR ¢ o e n 25%2
£ ﬁ?ﬁii% %10 mL > %R R & 14
& > 4 F 54 48> 113200 xgas 54
& 0 P~ iR o R G b 2 BB
15mL> £4F 58— %> &8+ iF
e der e z10mL e kR £
A R SA 4 0 113200 xgag
SAaks » BT Rk o -@f-%‘;ﬁu_};)%:

R4

2714 4% :
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27.14. 4%

MW g 1 B OS g R T

%_f«;gg\, ? ¢4y A BB 25 mL o

R 1A E o R SA & 0 1

3200Xg1¢}ﬁ'~»10/}§’§’3’~ e Fi*:z E

iv® o

2,72, &L

2.7.2.1. Fep 2 5L

P27 110842712 8 & iv * A

oA AFEA LY emLE £ 33

K6mLE ez Ffp F B-® 5 3 jn )

oo 5% FRA %6 mL; ,}er];}fl

__,_Bxﬁv ) -}1‘)/“ A% o 1) @ ﬁff,6mLﬂ"
s T B R 0 2M40°C kg ¢

¥ F eRic 0 ARG 120% B R
BiEE R 2 1ml o SRR
L]F’Fﬁr‘ o

27722, pERE R

B2713.~2714.827.15.5 &
A RR I CIFART FBE
mLZ 4 33 -k6mLiE k2 Fip ¥
Bem oo 3oyl e ikt 3 B K
6 mL% 5% "7 A% % /%6 mLijix ¥
ABZ BT @ SR o 0 B AiR6mL
PR TR T40°Ck g
YLF F ORISR G 120%e HiR
RAET T E 21 mL o SR iEis
a0 EITHRIR o

28 AF TR E SR WiT:
oo Rl R27.FFBEE
¥ F Ricie o A T
EREERRImML R EBE K

B (T peth E
,’if 7 I E [ERTAT A F7 o r' =

2 E2Z ARG B p#m;
e KR AW @inro.025~2.5
pg/mLz 3 F 7 fete £ 5

e AR R 45 B B R R i £ 09

& +7¢  ACQUITY CSHCI8 » 1.7
pum > 521 mm x 10 cm e
478 R C40°C o

FEARA R D AREBR T A 0K
iR AT

[ F EIERTRNE Sy TR O
WORR A 1A A ;}),zfs/\ i > 1Y
3200 xgap = 104 48> P~ ik i %
L o

2.7.1.5. 5§ :

i R Sk B s
4 PS5 g HRAE R BT
B P oo e ~25%= % AEALA R 10
mL > YRR £ A4 RS 4
304°Cr2 3200 xga w54 450 B~ + &
o MG A FERI5mL > &
A EP— o LB FFR e 3r4oCH
12000 x Q&g w54 48 > B~ F Fik B E
v .

272, &+

2.72.1. vep 2 54t
B27.1.1.8%2.7.1.2. 8 B E i 2
R MARA T fR6mLE 2 3
k6 mLiE 2 Fip 5 B~® o 3 )
% oo 11507 ﬁ%/p pieds) I’l’lL/}a # F4p
FBm o R AR o 0T FRomLY
#oo T E R 0 T40°CRiE ¢ 1
§FREC AT 20%2 B
AT T FE I 1ImL o KiphiiEig
Wit o

2722 MER BT R R
B27.13.~27.14.8827.15. 5 &
EALR AR S A NFER LT ARG
mL% 4 33 -komLE k2 BHip 3
Lo A P i I NSRS RN
6 mL% 5% " fi% 0% /%2 6 mLijix ¥
ABE BT > F R AR 011 P AE6mL
PR T40°CR i Y
YL FORICOARG P 1120% B
A FET 2 21 mL o Sig i
e EITHRR o

28, ATtk B 2 Rt
oo o R2TEEBRELZ
¥ F Ricis o AmF A J“Tﬁl fF
)&}iﬁ‘—ﬁzp/&lmL R & S-S )lf* ’ L‘_‘q‘i
Te iR 0 BT IR BT IRADA
178 B R A 4T o j* LA F 2k
oA BHIEZ 2 '%/,J Svik
B oo A w8 170.025~2.5 ng/mLz




P [ (min) A (%) B (%)
0—-1 95 — 95 5—5
1 -2 95 — 85 5—15
23 85 —>80 15—20
356 80—>70 20— 30
6—7 70—-10 30—90
7 — 11 10—>2 90 — 98
11 —> 12 2—2 98 — 98
12 — 18 2—95 98—5
# b 4p i 0.2 mL/min °
A ~E SuLo

~£ g T B (Capillary voltage) : 2.5
kV o
B+ iYL ESIE 35 oo
w + &k E R (on
temperature) : 150°C -
% - 4 47t & R (Desolvation
temperature) : 500°C -
itk 4e F 88 & (Cone gas flow
rate) :0L/hr o

7% WAEETF #8701 (Desolvation gas
ﬂow) 1000 L/hr
WOpIHCEY ¢ £ & & 1R (multiple
reaction monitoring, MRM) - 1§ jp| &t
+ %~ B4 7 & (cone voltage) &
Fi 42 e £ (collision energy)4etif %
R PRI AT R R
VRO Y 2 RE 0 R TAEE L
B EIE L o
29, FHFEHRE F R
FEE B ’Fﬁni’a’é% L
AR ESUL AL~ A K AT R
BEHRY o R28. & IFERGETA
ﬁOﬁﬁﬁﬁéE“@ﬁiﬁéﬁ
MEAE 2 FFERE LR
oplAp sta S B g2 - ¥
n 5‘]? B RN Ll F
2.z £ (ppm) *
B Lt F 2
CxV

M
C:id AP~ e TR
Lt % 2k B (ug/ml)
Vi fetE (e 2 F 2 A (ml)
M:Patietz &2 (g

source

7z £ (ppm) =

B R
AR R AT R B R R 2
K47 ¢ - ACQUITY CSHCI18 5 1.7
pm > pjE2.1 mm X 10 cm

BA5 g iR R 1 40°C -

1k () .

% =

HE AR CAREBR T F]0E
B e PR 4
BEmn) A% B (%)
0—1 95 —» 95 5—5
1—>2 95 — 85 5 —15
253 85 —>80 15—20
356 80—70 20— 30
6—7 70—-10 30—90
7 —11 10 -2 90 — 98
11— 12 2—2 98 — 98
12— 18 2—95 98—5
# B 4p g ¢ 0.2 mL/min °
A ~% t5ul-

£ g T R (Capillary voltage) : 2.5
kV -

s v 0% L ESIE 33 oo

B + kR ® K (lon source
temperature) : 150°C -

% - 4 47 & R (Desolvation

temperature) : 500°C -

itk 4§ #r i (Cone gas flow

rate) - O L/hr -

% BATATF % (Desolvation gas

flow) : 1000 L/hr o

WORIRESY 1 3 £ F R R (multiple

reaction monitoring, MRM) o 1§ jB| 4

+ ¥ ~ B4k 48 T B (cone voltage)

Fi 3¢ it £ (collision energy)4e¥it % o

FER I SR A S LEFS

FoRATRF 2R E 0 R A

i ?;f-; @ .

29. #FW@RmE 7 ER T

i FE ﬂB"’fﬁ TR ﬂ’——ﬁ,p,,z 25l >

S RERR /T?Z#E%Jf‘rg AR

®2.8. 8 iF Fi (7L 4T o j;*g,,rz ]

ﬂ‘———g‘/pu ""l‘f‘*/ﬁ»‘lé\/% F%F'&l
SEF W RIAR ST R DE

BlZ o T iR A3 Y NP SR 8

Lt 22 7 £(ppm) ¢

WY s 22 7 £ (ppm) =




TIAPARES B R Y TS He
TEHRRFIHFZAE R oA T
(£100%) > % FF = 4o

T R (%) FFEF(%)
>50 +20
>20~50 +25
>10~20 +30
<10 +50
HRri ]l Mg 22 TE R

= Iﬁ.ﬁz% ENECE el Sk R &
SRR P 3550.005ppm o TR R
? 355 0.05 ppm °

2. kY 3 REBRBR P
Hi‘ F&E R/ T

AT

1. Cetlnkaya, F., Yibar, A.,
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Ftd - moRR R F T b A2 FER R
ity

. 4 s,
ES & i &1 e
. 44 410 14 18
Tetracycline g FE H
3 143 127 14 1
461 420% 16 18
Oxytetracveline R E ?
- - 461 > 443 16 1
Chlortetracycl IR EE 7 Har ¢ ;
lortetracychne H W 479 = 462 6 16
D y 445 > 428 1 18
oxycycline R
e 45 > 154 1 0
445 = 410 4
4-Epimer-tetracycline
- 445 > 427 4 14
. . 461 > 4206 0
4-Epimer-oxytetracycline
16l > 201 10
. 179 1% 6
4-Epimer-chlortetracycline
i 479 > 462 6 18

R E s

CxV
M
td z&ﬁfﬁ ﬁD’Fﬁﬂﬁj\l ¥ @
% a‘mi',%x/}a/it(ug/mL)
ViR E e 25 2 MHE(mL)
M s fia a2 £ £ (g)
AR HEES R AR TS He

TEHRFH2Z pEw P EF(=
100%)’ AT
HEET %R (%) F i F(%)
>50 +20
>20~50 +25
>10~20 +30
=10 +50
il AR 22 TERT

r %?&% 7L F Ao S f
§2 3 ¥ 325 0.005 ppm
"?P\ #ﬁ" 325 0.05 ppm °
2. BT FRBRHBR R
EE»‘ ﬁ%é SR/ T
53 = JJ?JV
1. Cetlnkaya, F., Yibar, A.,
Soyutemiz, G. E., Okutan, B., Ozcan,
A. and Karaca, M. Y. 2012.
Determination  of  tetracycline
residues in chicken meat by liquid
chromatography-tandem mass
spectrometry. Food Addit. Contam.
Part B 5: 45-49.
2. Giannetti, L., Longo, F., Buiarelli,
F., Russo, M. V. and Neri, B. 2010.
Tetracycline residues in royal jelly
and honey by liquid chromatography
tandem mass spectrometry:
validation study according to
Commission Decision 2002/657/EC.
Anal. Bioanal. Chem. 398: 1017-
1023.




Mk -wREh s T RERE R PSR BB A

R e AR s dE
WA F(no) > EE O fRE
#3 P 3 ; . - .
Axs E gmEten ) @V
445 > 410* 14 18
Tetracycli ra IE E
crracyeine MRRE s s 1w
Oxviets " P 461 > 4206* 16 18
Xyietracvcline SACES Y )
vietraey e 161 > M3 16 12
— fmmmg V07 260 20
acve 5 R
ilortetracyeline e R 179 > 462 26 6
Dosveveli MO 445 > 428 12 I8
oy BE M5 > 154 12 30
145 - 410 2 25
4-Epimer-tetracycline - 43 A it -
’ 445 > 427 24 14
. . 461 > 426* 22 20
4-Epimer-oxytetracycline —
i - 461 > 201 22 10
479 > 444% 20 22
4-Epimer-chlortetracycline
479 > 462 26 18




