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Method of Test for Veterinary Drug Residues in Foods -

Test of Aminoglycosides

Lig* el A= 2 g ¥ h 4450 & % | # % (apramycin) % 7

2. B2

2.1.

S .
R

2.1.1.

SRRE F(FALE- )2 FERT AT o

PR R PR RS o A K AT @ BT R (liquid
chromatograph/tandem mass spectrometer, LC/MS/MS)
A e I

AR AT B B E G R

2,111, 3+ R ¢ TR+ v & 35 (positive ion electrospray

ionization, ESI") -

2.1.1.2. k45 ¢ 1L Agilent ZORBAX eclipse plus C18 > 1.7 um >

p\4’§121mm><50m’ AR W A

2.1.2. &< #(Centrifuge) : ¥ 478 E10C LT o

2.1.3. #& F % (Shaker) °

2.1.4. =7 4 (Homogenizer) -

2.1.5. ¥ # 7% % ¥ (Nitrogen evaporator) °

2.1.6. H4p E 7 3 P~ % % (Solid phase extraction vacuum manifolds) °
2.1.7. * R & F(Vortex mixer) e

2. #E

2.3.

5=

PF'

VR E T IR R Ap R AT & R(5930%) > e e s
v fids~ = 4 7 Fi(heptafluorobutyric acid) ~ Fifi = & 49
(KH:POy) ~ & 5 42~ BE ~ 3 5 V4 >~ = A
(trichloroacetic acid) ~ ¢ = "= w ¢ A = 4 (disodium
ethylene diamine tetraacetate, EDTA)354% * 8 & 4% ; 3
B KO R IEA25CTV IS MQ eecm b)) 5 & -‘)%]f;éi‘%
Fr B B (apramycin sulfate) ~ B 3 48 2 AR B
(dihydrostreptomycin-sesquisulfate) ~ = 4+ #% % #r fc B
(gentamicin sulfate) ~ 2 fk % #: & # (kanamycin sulfate) -
r % % Ft P& ® (neomycin sulfate) -~ B & #
(spectinomycin-5H,0) % 4& #% % #: i ® (streptomycin
sulfate) ¥+ fe # &2 & o

B2

2.3.1. é}ﬁ»? :15mL% 50 mL » PP 8 -
232. ] 4p % P~ @ (Solid phase extraction cartridge) : OASIS

MCX cartridge » 6 mL » 150 mg » & fr & & o

2.3.3. JgME:34720.45 pm o Nylon# B 5 34 /£0.22 pym » PVDF 41 f -
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234, 2 E¥g:10mL -
24, @AY
24.1.5%= & FrphsE B3 iR
Pz § FEPASO R RAFEC 401360 M F g ki fER S
1000 mL ©
2.42.02MEDTAA % :
Beo Z ke o BRC 4TS5 go B3 oRA R 2100 mL o
243.4 § L4300
Pod § 4 4835g 113 B3 oRiA R 500 mL > 120.45 pm
e F g o
244, F¥H
Bo¥ R4%31.5 g0 3 33 -R350 mLA 215 0 4 » 2 #1100
mL » 12 & K3 BEPpHE 3 9.5 4c2 33 -k ¢ £500 mL -
2.4.5.25%= & T EAR
B o4 7 pe25mL s 4ed 3T ok 210 mL o
2.4.6.10%" Faiai%
Bv oAz 10mL v 4vd g3 k@ 2 100 mL o
25 BEpair AW
25.1. #EFApBIRA
Boo i 7 E13mL o 4ed g3 ok @ 21000 mL > 12022 um
TREHE R 0 PRt TR AR RA o
252. #&F4p%RB ¢
B f 7 Fe13mL o e e % ¢ 21000 mL > 110.22 pmi i
e 0 PRk TR E04RIA R B o
26. HE R 2l
BeAp g Y FORAFH A FHBR Y RS L 910 mg WAL
T oML I RBFETETFII0mL TR AEERRE O H
» 1S mLde P 0 3220C RS o fRr P A B P 2R Rk
e S kAR D 0.05~125 pg/ml o B IEHRE R R o
ol IR ARERERY FEA LR TR SR B £ 5
A4 R PPPH T YR Br > M GINBRAREE
10448 » B d 0 3 33 Ko iesd F 2 B > S0 B Y 2
W B > UEF LR A o
27 ¥Rz B W
2.7.1. B
MM w3018 > X5 g0 MHREALE 0 B 2050 mLdgg
F P oo b~ 5% & LY 73 % 15 mL{r0.2M EDTA i
0.5mL > %R & 14 48> 3= F 54 480 *110°C 12 T 123200 x
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gHL S SAaE o Br iR o AR R S 5%
15 mL% 0.2M EDTA/% ;% 0.5 mL » *\4'5 )
A "‘“IOCUT 113200 x g5 dm o & B FiR o 4
e =10mL o MGER & 1A 480 JRIFSA 480 210C LT
123200 x g 5S4 4 BT KR (N R T £ 450 3
) 1l A F iV ALARM EPHE T 5.5~6.5 0 i o
272, &
BRTlaREM AR A MFFAN S mL s F it 4D
B4 mL2 2 33 kS mLERZ B FE® > H R o
MBI okE B AS mLInAREREERD > e |
RS mLI 4R o e B iR 0 b 2 10% 7 B3R 1 mL o
60T ki ® g 5 kS Hg3 93 mLote »25% & 7 B IR
50l > 22 33 k% 2 10mL 0 £0.22 pmip B R 0 &
Tteik -
28 AFTRGERL WiT:
B2 G AR T EFEE E M s ARt IR RER
FlmL > 3 83 KT E 3210ml » 5022 pmijg "l ik (6 0 %
Tf']"*"“if”ni’#ﬁ}é]’mgB?’?’?‘ﬁ‘v‘gl"\’ﬁ"jf}xim‘l'% TE#
/ﬁ»”lé o] 7&1 ’ —E?‘J’[@’w r#mi% /J» ‘v /}Efi v L ‘@llfik’%fm ]ﬁa
B4 o
AR R AT P B RGP | g ()
HBARIB R AR EBR ,'I“U'Jf'fifiiifﬂ%fil}ﬁ

¥ [ (min) A (%) B (%)
0—0.5 95 — 95 5—5
05—1 95 — 80 5—-20
1 —8.5 80 — 70 20 — 30
85—9 70 — 10 30 — 90
9—-10 10 — 10 90 — 90
10 — 10.1 10 — 95 90 — 5
10.1 —» 15 95 — 95 5—5
# & Aponid 0 0.3 mL/min o
ArE S uL o

£ g 7 & (Capillary voltage) : 5.5kV -
7% ¥AT 4R & (Desolvation temperature) @ 550°C

,;—f—/,

# & # ¥ (Curtain gas) : 20 psi °

3
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5% 1 % %8 (Ion source gas 1) : 50 psi °
4v# % 8 (Ion source gas 2) : 55 psi ©
MR oY 1 2 £ K B WP (multiple reaction monitoring,
MRM) - i pl3g+ ¥ ~ 2 & #% 7 /& (declustering
potential) ¥ 7 32 it & (collision energy)4r# — o
VR REE AT AR T ORI Y 2 RE o kRS
2_ 3R] T
29. #uEmE g R
HAEP R ZEER R ES L A Bl » 2 p k47 8 5 1
kY o 28 EEEF AT o etk BRI R T E L 2
FYRBEE LR R RS 5 R P2 > £ 2T 5
P RoeHY Lid 2 7 E(ppm)
CxV
WY L2 R 22 E(ppm)= T
Cid AF T RERF TR
ViR T F Jﬁﬁ(mL)
M'E‘i“t@‘v\%‘ﬁﬁ 2 £E(g)

OB SR LA S R S H kG
B (=100%) © % 37§ B4

& pd % 2k B (ng/ml)

10 ¥+ 5 R (%) B R (%)
>50 +20
>20~50 +25
>10~20 +30
=10 +50
e
1. A%~ %2 LR Vet - o
2. § 5V G BERBLEE LT P FEH
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Lo~ XAERE R T RAEARL R P EF BRI S

35 4 B+
2 REATR AiELE
e
s s Ve FHFMD)> () V)
A P g+ (m/z)

540 > 217* 76 35
Apramycin & R R

540 > 378 76 23

i 584 > 263 * 296 43

Dihydrostreptomycin B & 4&fk %

584 > 246 296 49

450 > 322°% 110 17
Gentamicin Cla (X0l &

450 > 414 110 15

478 > 322% 71 19
Gentamicin C1 —

478 > 156 71 25

464 > 322% 121 17
Gentamicin C2a/b —

464 > 160 121 29

485 > 163* 71 31
Kanamycin B E

485 > 324 71 21

615 > 161* 256 39
Neomycin ATl #

615 > 163 256 41

351 > 333%* 81 25
Spectinomycin LR E

351 > 207 81 29

582 > 263* 110 43
Streptomycin da il %

582 > 246 110 53

TR RS
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X RERERTEAIRL F 2 TR

AT £ & 'I(ppm)
A LA SUp S »9;?:5
Apramycin X ) e F 0.02 0.2
Dihydrostreptomycin B & 4&fk % 0.1 0.1
Gentamicin Cla T & 0.05 0.5
Gentamicin C1 — 0.05 0.5
Gentamicin C2a/b — 0.05 0.5
Kanamycin B E 0.05 0.2
Neomycin Frilk 2 0.1 0.2
Spectinomycin Bk 2 0.1 0.2
Streptomycin ol % 0.2 0.3




