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Study on a Method for Simultaneous Determination of Various Aminoglycoside Antibiotics
in Cow Milk by LC-MS/MS

HEDRNEF-, LA, S, (kR E, BHET
NAMBA Junko, URAYAMA Toyohiro, KANEKO Hidefumi, SATO Atsushi, SHIGETA Noriko

2 B

T30 3y FRIVEWEORE»ORIKE RGN Loy 2 HWE LT, AL T <42 (DIF [SM] &
WI.), YeFaAXAbMLZ R4 Yy (BUF [DHSMJ &wv9,), ARZF <4 (LUF [SPCM] &£wv9o), *
T4y (BT INM] Ewdo), #r=xA4 v (LT [KM] &wdo), o<1y (DT [GEM] &w9do),
7754y (UF [APM] &v9,), P 75422 (UF [TOBl] & w9o) ROHAH<A ¥ (BLF [KGM]
EV9o) IZonT, FAEREL LT—FSMEOME %1757 SM, DHSM, SPCM, NM, KM K U'GEMIZDOWw
T, RS 2 2 & 9 B A L EHCEIN L, 5% MY 7 o aEEER K 0802 mol/L 7% 7 v A 1 fEE KA I Tl
W, L, A T A (PS-2, Plexa) ZMAWTHE L7z, LCMS/MSTHIE L CR4MFMiZIT-72& 25,
A 2572 L7zo APM R OSTOBIZDWTIE, DTt L 72 2 IS X 2 MGE T, — IS & S5 001
ppm A L DOREFROEFEDRAF T {, BUUFHHIAETH o720 LA LA, 1ppm & %&b &9 FFLAEHIRM
L CRBISRMENGRER 21T o 72 & 25, WMPUEWEE ICHEMZMZ Lz 2O &0, KoMikld, APM K&
OTOBIZDWTH 1 ppm Y EEHTAEAICIIBEME LTEHTE S L EZ bR,

[(F—T—=F: 73770 ay FRUEWHE, T, —F0Wik ko a< 7775 27 2 HRIHE

[Key words : Aminoglycoside Antibiotics, Cow Milk, Simultaneous Determination, LC-MS/MS]

1 3CBIC 24 HAS VT E 22 56 55 124001 o [ 26 57 8 44 PR 38 il R &2

T Ay FREAEWEE, T3 ME SRR
BHEWE ORI TH Y, #BE % L1 L THRITH
HHLENRTWE, 20720, NI AERICBIT S
ALV, REH R DRSS AN S & X 0, B IR SR
FRRRI E LTHIMEhTwa a2, —H T
WAOBLE T, FKEEBNOEENBREIN TV,

T ay FRUEDE ORI, BEWF IR
ik L LM E NS, 209 HiAwY:
MM O W T, [P 6 B HKE im0 R A
EWEE=5) Y IREOFERIIOVT] CERE 647
H 1 HAF VT 2L58 55 107 75 V5 A 48 A 1 i A R 2L A i A 3R
Rl 12 & 0 S MA i L OV B g iR ShuTn
B0, TNOHIIHHIEEMIK L, FEWEIEETE R
Wi, EIZZZ7 Y —= v ZHBI VWS TwS Y,
—77, BALEERMAEI AR E ORI O T
D, TEGICFRE T 2 B3, SRR S B H 1 56
DB TH HWE ORI OWT] CEFE174E1 A

M AETREA) I2X) [Pe FuA LT A T,
AMVLT AT Y, ARTFIIA TV RTAEF <A
URE] RO [y A Y yRBE] ASRENT
Who LAL, ITNHOHEE o RBIEELA LN
WZEDH DT, WIGTHEAMEITEICBWT, EEE
ORI HH T X B LC-MS/MS % v 72— 7 o0 i
DRFEIED ENTWE YT, 2d, AMICERET 5 H
S, SRR K OB RS D 5T IC Y 725 T,
[ES S IR 3 % PR AR 1T B3 2 3B i 0 - 4 P Sl
A RFTA 22T CPR194E 11 A 15 BT %%
55 1115001 5 )5 A2 57 18) 44 18 34 Al Jey £ ity 28 4 0 45 3 A1l
DUFTHAARIA V] End) ITXY, oEEIL
(2R M PR 2 20 L C HEME &2 il 72§ 2 & s e &
nTwa,
ARILZFER30EET T, 73I /7Yy FRIUEME
WZOWTOBLFEMATE ML L T o772,
WAL O A Z EEL Tnizc, Z22 T, AHIIC

EILRRERE L > 2 —FR

65



66

HEEED 5 LC-MS/MS & H 72— F o3 M ik O ks % Btk
L, SHITRIOMA, B CIFEEZ AR e L
7o MR 2 S L, BALER A ORHIRE S IZ 5 0
TELYY, G, BRSNS RE L7 4%
Al &2 FEhi L 72 D THE T %o

2 Fik
21 #H#t

HARIA X YVRENLFERKEDE STV S

FLealk e L7

22 FEqm, BEMHTLRUHE

@ 0 SM I Dr.Ehrenstorfer #, DHSM (& A Hi3E T
¥4 SPCM, NM K O'KMIZLKT Labo#, GEM
& Fluka %, APM }.UFTOBIZLKT Labo#, KGM
FE L7 AV AFDGHIE R OB 2 7z,

REAE R 8 FEOPUEWE O &, & 2 REEUKICHE
i L, FEHEEGE (1000 ug/mL) ZFHE L 72,

IRAEHE R« A (1000 ug/mL) %, 1R
FHAOREEMED 1065 (72721, APM LU TOB X
10 ppm) & %2 EHWAEL, FEKTERL TR
A REE O & AR L7z,

< MY v 7 AT AR - AR (BT [T 7
YIRE Lvide) EBHWTIER L 22 R BRE S
AR Z R, SBHREEDSE 2 kel

2.3 LC-MS/MS#&E RV BIE XM

B o By,
24 HEABWARSE

WY OLBYITo72 Thbb, LR g%5 %
N2 o OfEER & 0N02 mol/L ATy 7V a ik (L
T THFBA] & \w9,) KEE Tt L, mosries, b
%30 mLICEAL, 6 mLE5ML CEMA T 2 DPS2
¢ Plexa® i 7 5 LZART L, 579 250 60EMHIE
WL BT, TOh I AICHEINPUEYE %
7€ b=tV :02mol/L HFBAKER (8:2) (LT
M) L v9o) 6 mLTHIM Sz, Wlilxa%
HATO05 mL F Cili L, W##i% 20 mmol/L HFBA
KB T mLICERER, 045 um A Y 7LV 7 4 V5 —
THB|LI-bDERBRBRE L7z
25 ZUMFHEDS E

A RTA NRENTZ, 550#H 1 %552 P47 5 HIE
FE i § ke EBETEICHES &, SM, DHSM,
SPCM, NM, KM K USGEMIZ2oWTid, 75 > 27 3k
(I HEHEAH RS 2 8N L v DGR ER & S L, o R
JORPUE, B RO A G L 72, APM X UV TOB
2oL, DRATFEME L - i I X B GE T, —HikiY
WZEMEGRER O RN & 25 001 ppm fHE O fE:
MO BRI Thdr o722 5%, TS MFFMIE
AL 7 o7z G NI HRARO ERREDS LI 72 T

(APM K O°TOBIX1 ppm) ®1/10, 1/5, 1/2, 1, DO 2 BRI, #INEE% 1 ppm & L CRER
15RO 2R B & (it L7z, (2 EFAT L 720
FAA T L BT OB,
ZOMORIE TR RIERH, AR v,
£1 BEEERCHREBROGELOHEEES
pamma|  EEE T || REgomE | tERR [FTROERE
ppm) (ppm) (ug/mL) (ug/mL) (ng/mL) (r=0.99 )
M 09 0.1 0.1 0.02-0.2" | 0.02" o*
DHSM 0.1" 0.1" 0.01-0.2 0.01 e
SPCM 0.2 0.2 0.2 0.02-0. 4 0.01 O
NM 2 2 2 0.2-4 0.01 O
KM 0.7 0.7 0.7 0.07-1.4 0.05 O
GEM 0.2 0.2 0.2 0.02-0. 4 0.02 O
APM &AL TEASAL 172 172 0.1-2 0.01 o
TB  |&aLTiEALHL 172 172 0.1-2 0.01 0

* 1 FAEBIISMKR UDHSMDFIAY0. 2 ppmT b 5 =4 ELAMPRE TEO. 1 pomlZ4: 5 & S (23R M

*2 : APMR UTOBIE+ 2 7 REA

=~

b

*3: REROKERENAEBRREED/10EH SN

FEILRREREE > 2 —FR

NEWEOFEEMPRETI poml24 5 & 5 1SRN




3 RBRRUVER
31 TEERFARVKRER

LC-MS/MS % Hl\va 72508, o~ b v 7 A1
LB HIKG DA F AL~ OFENEE ShTwa Y,
ZO7, BHY LEBCT MY v 2 AR AR
EHOCTERTHI & & LIz, Rl OB O#EP -
EAREZ R LIRS, PUEWE OEmBRAIE, W EmR
WEDV/I0L TR 2002 F L, L2L, SMOE
HIRA (S/NHEAI0LIE) &, FEMEMEICHE> THREL
MERBIEED1/58 7% 5002 ppm TH - 72720, HiE
MEOTALHEEE $ 002 ppm & L7zo —7J7, DHSM, SPCM
NM, KM & O'GEM DR RYE, EhEhoMHEfiic
Pt THHEL 2 EBEIRED 1/10 L TOMETH - 7:
7o, MmO B 2 RS SR E 0 1/10 & L7,
APM J O TOB D Mo AR O SARREEE X, R0 I GERER
AR 1 ppm A 5 L 72 @ SR E0 1/10 & L
2o ML, A TOHAEYE CHBIRE (r) 099 1
DOEMYEAED SNz, %k, H#HY Y THRF LTV
KGMIZEA A 7 A9 HEM L w7z, Sl oy
B Sz,
3.2 RLUMTFERER
321 ERM

BIPEOFHM L, FFLAEHC M E 25 X WML
72SM, DHSM, SPCM, NM, KM} U*GEMIZ2WT
DARFERLTz0 7T ¥ 7@k e LTS 54:-70% 2412
ft > CTHIMLIL L 7272, LC-MS/MS TH#iL, E&E%1

AEWEO O M T AL, A FT4 VIR EN:
EIREO BEAE (¥ — 27 OMRAIEEMEO ¥ — 7 g o
1/10A0) 282 % &9 RUiEREREO bk r o7z,
322 EERUVHEE
IINEPGRER I 517 5 BB RS ORE R %2 2 2 1R
9o SM, DHSM, SPCM, NM, KM K U*GEM Dk
wn % FEHEAE & 72 2 X9 AR FLEVEHSHANIN L 72 e DGR
T, WENOHUEWE b I&E, HE JHTREROE
WHSEE D HEE Z 72 L 720

F72, APMKEOSTOB% 1 ppm & % 5 X 9 3L FHC
WL 22 E R ER Tk, wehodidwE b B,
PHATREEE R VBNREE DO HE 2 W7z L7ze 2o &h
5, et L7200 #ridix, APM KR OSTOB % 1 ppm VA &
BTHLAIIEBEME LTEHTE L E 2 b,

X #

1) HARSER S « f5E BRI - TE# 2015, 490499, 4
B, BRE, 2015

2) WILTHRIF - — By H PR R % LD & < BLIR
(XNV) — BHEAI O & (€D 3) 73/ 7Y
I FRIVEWE, HARBREEM MRS, 70, 626-629,
2017

3)  EEEFF, MHERL, SORWAZ, FIHREE, Sk
EL  AARICERETA7 I 7 7)) ay FRIUEY
B OWAEW WA, RO R R &t
& —4EH, 54, 142-145, 2003

EFTLE—- OMEHR LT, FOHE, o0t 4) MRIMBAT, FIAETHT, BT, Ak :
%2 FUMTFERLR

HAWE S s el B 0 i
S 85 13 13 O
DHSM*2 97 9.4 12 O
SPCM*3 92 5.8 12 O
M 86 3.6 3.6 O
KM+ 93 6.1 7.8 o)
GEM* 85 7.1 12 O
BiEfE™? 70~120 <15 < 20

BiEE* 70~120 <10 <15
APM 88 7.4 12 X
TOB 107 8.2 9.0 x

* 1 : APMR UTOBIZ+ 5 A REEAY

I E A EDRECAE S &S (S5HM
*2 . BIZ{E? % AL T
*3 . BEE" %A CTEHE

NGEW=HEEFEBFIRET! ppml2Ed & 512,

EILRRERE L > 2 —FR



68

5)

6)

7)

8)

9)

10)

LC/MS/MSIZ & 277 3 7 7)) a ¥ FRbuA
WHE 70, A HEES, 49, 3, 189-195,
2008

HEA &, WERT, FHABE - LC/MSZHw
ZZEWHOT I 7 3y FRVEW— OME, B
B RE BB LA JE T 4R 4, 23, 70-74, 2008
eI, A TR T EST, MHER, RERT
5 LCMS/MSIZE 27 3/ 7)) 2y FRVAEDE
DI, A A8 I A E AL AP AR R AR S SRR
#, 6869, 2011

TYVLY b T uaY—#&H 0 Agilent Bond
Elut Plexa SPE, Agilent Poroshell 120 77 7 4, LC/
YUy TAMSEMH LY VAW OT I )3
¥ FO5HT,
https://www.chem-agilent.com/appnote/applinote.
php?pubno=5991-1321JAJP (2021457 7 £ R)
BEDENET-, LSk, WSS, ST, ZHk
T 1 LCMS/MS & iV 720 R EEH O 7 2
J 7)) ay FRYUVEWEICE T 2 — ik oM
B IR R 2 > & — 4Rk, 44, 7177, 2020
BEWMEF-, GIEEA, el gk i, ZEH
F 1 LCMS/MS & w7 oo 7 I 7 7)) a
¥ RRYUEW RIS 5 —F AT oREs, B
BRBEfRfE £ > & — 4R, 45, 63-66, 2021
RS, PMEBL, BE A B BAF  LCMS/
MS % FH > 7 35 7K i W v o0 Bl W Y B 56 ot — 75 A 1
DZBPEEEAM, A AR JE T ZE e, 44,
9-14, 2014

FEILRREREE > 2 —FR



