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(S 274 >-EDTABRIMERUSI00AS >5@,

RO L > +STQ-GC- Bi&

S QUEChERSHH,
‘ +
L AFIUE

4 )

BET IS FS=HS LRE %
PSS SRS AEE A [ STQ-GC-Bi%

| mm ) L

GC-MSHIE
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HHEHEEHIE GRUL 2EK)

W 100g

}7 =l > A7« >-EDTASIR
8% - 19— (5,000 rpm, 30%%)

8 209 (11109 #HY)
| 40 6mol /LiSEE 600~900uL
— il FI{EXAF)L 60puL

SFAPIVIA— bDHDFT
EE/RDONEDTA

N

k&S 1093

— &b P h;=FUJL 10mL
k&S 59

— IB{EFMUDA
— HKERBIIRIIA
AUSIRES 1921

W8 (3500rpm  55R)
|
7E h= FUJLBESE

S

1l
CH,NH-C-S-Na
CH,NH-C-S-Na

S

\@/ CH,-I

S
[

(I:HzNH'C‘S‘CH3 AF I
CHZNH-(|:|-S-CH3 EBDC

FRUDLIE

>

S
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EDTA (IZFL >>7 = > IUEFEE)

HOOC—CH ,CH,-COOH EDTAZZILHVUERZRSZ < DERA A
NCHZCH N > EIRICRERIEIEZT DL 3MHENDD.
HOOC-CH,” CH,-COOH ZOEDTASBE(FKIC L BT B
EDTA(Z 4 IEEM DI TEHEMERT. K. J7)L]
—)LITBIFIT< LY, 9
HY S H.Y- + Ht EDTADPpPKIE 8\0 0
30 7 TR PK, 2.67 CN """" o
H,Y2 & HY3- + H+ pK;  6.16 N—=
HY3- S Y4 + Ht pK,; 10.26 S’O 0
@]
eTFL> > UEEE —KIR 7 U D A ZIKIN)
EDTA/2Na/2H/2H,0ZE 55K T, JEERIE. KITAIFPOT U,
HOOC-CH, CH,-COOH HOOC-CH, CH,-COOH
\NCH CH,N{ — SNCH,CHN + 2Na+
NaOOC-CH,” CH,-COONa -00C-CH,” CH,-COO"
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AXE :

N

L (\/\— I

CHANH-C-S N EDTA% [ o CH,NH-C-S-

I a + /NaOH v T CH,NH-C-S-

CHZNH_(I-}'S S\_/__((J 5 _g_
i

%7 S ‘
KICEEWBRICEET R, EDTAZ-Zn o KICEID L o pross
[(ZFL— ] EERORMEEZFORMT (SBERAT) [CLDEBAAADRES SE-(A> LogK
FL— &R\ SZEERITBFE IS vE Mgr 8.7
SBA AN EREETEHAENIE LSBT N2 18.6
R0, TORENSHH/\ S TEERS X o2+ 165
BIFICTVB o, FL— MEAYEER, C3r e g
[pH & DEAZR]
= 75

ZNDPHICEDZAL i < 1 D H+ DEENE < 725 &, EDTAEKEE L TLVEREA A M+

PH  Logk H+ICK> T U SN, EDTASSEDREENER 3.

12  16.5 BRDOpHNRE (CE LS IRD ERBA A (IKEEEY) & 72> TRER LT < DtEEmH

10 16.0 HD. pHDOERICHED TER UTKEAEYI DR EE N EDTABIEDZEE LD S

8 14.2 <> TLK B &, EDTATEIE(I DR L CTEREDKEEEMIHILER T B,

o m EDTASBIENZE/RDE—EDpHIBEHICIRSNTH D, TDpHAH

S 30 SR> OEAC LS TRES.

SEHL . IR EDTADIELS" L,
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ST-L400fFE TiELIRET

AmUNA 77)LICT7E b2 M) LR W% 1 C18=ZZTHSAICKDIFRIFIIE
i 10%M E -~ miEE%xE

100& L=t
DEY - BfRERKR] & O0.5mL 10
| 100
="
Smart-SPE C18-50 mg : f% | MEsIRe \\
—— @R T RZRUL-K (9/1) 0.4mL <
TR
BA - BR 10%HE{EF MUY AKEHE .
Smart-SPE C18-50 mg : {2f5 | (BEIRAEMIRE .
| Ttz k= RUJLEE (%)
BRI A TEIE 35
| = —_——g = — W= 1 o)
e .*ﬁuqz GCK/PSA:_jJ jL\(L&%*ﬁZ‘ZI*EE
3 + _ _ - « WEF
5 Smart-SPE GCK-20/PSA-30: #8% | DTN L -
B FERY - AFHY (3/7) 1mL o e a——
% » i ' / PN (E-alhy
— %0 0.1% PEG200 +1ppmJ T 7> hL->-dik g SANC (ERR]
/7 N> 20uL oo
EFE (1 mL, PEA/AHYTHER)
GC-MS/MSHIE (2uLAEEA) or GC-MSEIE (25uLASEEA) 1585 2080 W psam

Tz b o fnFt LR
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BIRECDOWNWT : AF>HF—RK

[TRDOL > %

FEA LT + STQREE + GCMSMSHIE | (CXDRY S — ROBIRME

EBDC

£ MRMICLBE—UHEHEE B
> 7Lk  DBDC  PBDC  EBDC »  DMDC

1 614,630 221,636 1,048,247

2 616,254 226,288 1,031,410 - ﬁ
3 592,812 201,846 957,213 |
4 631,927 220221 993,403 | |
5 649973 223,092 1,010,333 |
6 643589 222,654 998,897 || |

Ave. 624,864 219290 1,006,584 -
RSD, % 3.4 4.0 3.2

AiSTI SCIENCE

mEsm

T TaM " 11 112 1 1 1- I1:| 115 I1 1.4

[ 121 122 123

TIC(L_J:ZDGEIV I\OjAEFﬁ% (n=6)
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ax D [EYREER DS R

m(FSNAE (n=3, E—JHIEE)

> 7Ltk DBDC PBDC EBDC
ST 595,724 199,627 908,739
01 680,577 188,638 902,465
7N 2 598,796 182,159 877,214
7N 3 604,245 177,507 809,690
Ave. T 627873 182768 863,123
RSD, % 73" 3.1 5.6
EUNE, % 105 92 95

mAL > (n=1, E—/Umi&E)

> 7Ltk DBDC PBDC FBDC
ST 595,724 199,627 908,739
AN 1 646,826 213,771 939,190
BN, % 109 107 103

AiSTI SCIENCE

P |

N o

e I « RG> —R |

| - AN 1 |

I 2 |

ont] | - o0 3 | \

A « SRATRRY i

-u:l.= [ Il.\ R —

N 10 n i e 1y . ‘JI ”.:I'l".rl"ﬂ i3 e 1 1% 2l iz
TICICK2oOX KT UAETEE%

i |

w C R — R

2 -0 1 |

B - SRAERY Al

.:u:l_: ! ':. |II|| | If.

i 10 n i e 1y . ‘JI ”.:I'l".rl"ﬂ i3 e 1 1% 2l iz

TICICXD OOV |\0 SLAEHEE
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R oI 0O—

i
RSB 10g + S 274 >-EDTARR10g

|
pHiE%EE (pH7)

— bl 6mol/LIEEE 700~900pL
AFI)UE

— B VATV 60UL  mU e rE £ IOEXF ISR
FTHUIRES NP~ TH5IEE S 1057
I J

wES 1090
— & ZE;=MUJL 10mL
k&S 59h

[ 15{tF+ FUD L 4g

— HKERBIIRIIA 69 ([CRBIBMIRIRDIELN

HMUSIEEDS 1921

|
=0NEE (3,500rpm  557H)

CRULE \EF RUD LA 4g 4g
7 b= hUILEESER KBTI ZSIL 8g 69
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o

[%ﬁ%ﬁi%&%@%@ﬁ%%ﬂ%ﬁ}

FEERETECBENTICE . - -

O ZEFKEE 100ppMTIEITRITAITTULVRLN ?
—20ppM I NUITERITEITD ? { FEsRh ]
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6, STQZEDI:H

(2) BMRAEZER(YILI 7AI - F./0O24l)
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" AAL A\ ALL /= —gf ria A
HAEmBEFSFiEEES
F114F H AR MEAZSFIHES, 2018%11A15~16H, L&

[STQiE&ELC/MS/MSZEHAHSHEI=ERRDEN)
HAEEmaERE—E D EinEs)]

OB=5kRV. RHFEit2), FHHhE?. ELHFE—V
1) ZFASH T A AT AR, 2) KR EERFFR

miE

HILID7HIZ 7 SZ NUJIL(RE) T, /O FZ2F8 7 b= MUJL(EERE) THHE Uih
BWZzEEITBDCETINSZRBFICEURBT ZCENTEZ, £EBHEHRIMEREDFERICK
D 1RIRDOFBREFEAFI 10D TH D, M DO1IBHI8HDDEERLCMSMS AV w RODBAITEEEHE
T [HuXE - f§E - SHRE] EZNo 7,

(&% 3Chk]

1)\as, E108aHARBmAIEFaF s EsA R =5,p.47(2014)

2YIMAS, E 112 HARMEEFRFMREERAEE=5%,p.58(2016)

3)T.Nakajima et al., Development and validation of rapid analysis method for multi-class veterinary drugs in livestock
products by LC-MS/MS. Shokuhin eEiseigaku Zasshi.2012;53(5):243-53.
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XTZRANTD !

H)L 07 8I(EREARED) : 2755 f@fﬁéﬁo N
RO RRT7Z REZEREIEICIED "2 H”4NH2
de=x7

5| : Sulfaguanidine

F/0# : 1455

F U BIEDINFZHILRTILE TESTRE J\Lﬂ A
ISR RO AL s
A Fol

{5 : Orbifloxacin
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RILEE  ~Hhih~

7 RZRUL(PE)THE T D EF /O FIMEEIRR ERD, FHREEZE <
IDETILIT 7RIOEIREMET U, F/0O2FITEM LT DERHDHSNTC.

HILI7HE F./02#

120 120
100 100

B (%)
B (%)

40 40
20 20
a
1 3 5 10 ] 1 2 5 10
FHSERE(%) FHESRIRE(%)
- _ e bl T i P11 Tk Ui W [N |
el | PR UETIARE b i | e ] suFacetEm de e b | -t e o —— [ eraefl e Errullect e biThoennin T
=3 Fadicr re Sulfathiazoe ==y Famridre == iaveridre == sl ==l —p=Cnlivin AL ==l i aci
=Sl == Trimviberrin =Sl —a—Cnirelernin S i I | R h
—a—51 1%l —a—Sularonones e sl iz nrikas i —— Sl i,
Zulanal 13 Sl e S0E A ==l i
=#=CLftaEze == Trechaming ==L a0azamide == Faimet Wl
sutaquindealre Sakabremonethazle Fukankran

ML OFELREDEVNIC K SERRDLER (BT EH)
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AILE  ~3hib~
#DIE L HitESE

R 'égl_/_C‘b‘) L2 7%\']%25%@@@7%7‘2 M_bILCEF/OZFETE R
NUILEBICRITSE. TNSZE88 9352 & TCE=RETMHEE
5)ER
B5)L T 7%l
7tz N = ML “ f— Py —— o /A
Tl RESFAR mh R N DuE S
& 0> Al (S hRa o o
HAE [4—-/ O Al ]
STl 2 A 0| ZEIEE
SIHR
5 %RBEE T = kUL L
2 RESFAZ || BT g e
' ' LI 77 Al
I O AFIREEEE = V=I5
X 4 N "
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RILE  ~hi~

RS
sl 5¢g

/BORNSCRREE T N
NUJLBDYS % < FER S0

[

&DUI\/EQNE](&*/J“}JU'E"?

— Al K OKDEEER)
— il Pt RUIL 10 mL

NEZFHrX (13,000 rpm. 173fH)

wil BT RUDTA 0.5¢g
FOKEE~N TR T  2 g

k&S CRRIED)

I
=0 EE (3,500 rpm.

e hrZRJILED

B (GAVE - AUE) —

573 fd)

NaCl 1g NaCl 0.5¢
MgS0O4 4 g MgSO4 2g

Wil 5 %FEEE 7z~ RUJL 10 mL

REZFAX (13,000 rpm. 153fH)

|
=00 EE (3,500 rpm . 593fE)

Qa&

@
|
EE 20mL (P b hUJLTHEE)
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RILE ~fRE~

AmL\A 7)LIcHIERE T Y ~ B ShoniE
#1053/ 11%4&

[ C18-50 mg + PSA-30 mg : & |

— Sp@ER] R 1 mL (G 0.25 g 1B2)
— R 2 %FEEEIthZRUIL-K 0.5 mL
iR

— A0 7K 0.5 mL

C18-30 mqg : &

pimay(

A 2 mL ( KTHZEE)

LC-MS/MSTHIE 2uLiEA
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HTE

CRIERE]
UHPLC(Nexera X2)&U'LCMS-8045 (E:2E/EFRR)

[LCZAH]
DS L ResteK Raptor™ Biphenyl(2.1 mmI.D. x 100 mmL.,2.7 pm)
BEME AR : 0.1 %FEE+0.5 mmolFEE77>E I/ —K
BiR : 0.1 %+ — X5 _J)—)L
JE : 0.4 mL/min
52T > bk B.Conc2 %(0 min)—100 %(12.5-14.5 min)—2%(14.6-17.5 min)
DATEFRE 1893
SEAE ;2 ub(+40 pLk)
DS LmE 40 C

[MS&A4]
- > 4At®E— K : ESI positive and negative
;1'7\7 74’*)‘ ij/)ILE ' 3 L/min
RSA>JHRE : 10 L/min
E—Fa >0 XRE 10 L/min
A>2F—-Jx—AmE : 350 °C
DURE : 150 C
E—rJOVORE : 300 C
AIEE— R : MRM

3 &8 3 8 8 E 3
53888553

% 8

g 8

2
2. 5.8 %
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s D [EIYREUBRFS SR

)LD 7 BRI O RS TA]

AmEE . H¥H30.01 ppm (n=5)

1 Sulfaguanidine 3.0 59

2 Sulfanilamide 36 5.9 46 47 25 5.1
3 Sulfacetamide 91 2.3 92 5.6 88 3.5
4 Sulfisomidine 84 3.7 86 2.5 81 37
5 Sulfadiazine 96 3.8 90 5.5 89 25
6 Sulfathiazole 95 28 86 2.7 88 5.5
7 Sulfapyridine 87 5.6 89 37 86 3.5
8 Diaveridine 87 4.7 90 39 85 20
9 Sulfamerazine 90 4.9 91 4.7 88 4.7
10 Trimethoprim 87 4.3 88 5.1 88 3.6
11 Sulfisozole 96 5.9 90 4.7 88 25
12 Ormetoprim 93 28 89 42 87 20
13 Sulfadimidine 95 5.0 89 7.1 94 6.4
14 Sulfamonomethoxine 92 5.0 96 4.1 81 1.5
15 Sulfamethoxypyridazine 97 5.4 90 4.8 93 1.9
16 Sulfachlorpyridazine 94 52 89 28 93 5.7
17 Sulfamethoxazole 98 6.4 90 22 86 1.6
18 Sulfadoxine 89 5.3 94 2.7 83 22
19 Sulfatroxazole 92 3.9 98 4.6 96 5.5
20 Sulfaethoxypyridazine 94 3.8 92 2.9 86 26
21 Sulfisoxazole 100 6.0 99 4.1 91 42
22 Pyrimethamine 88 3.7 84 4.9 85 6.3
23 Sulfabenzamide 93 2.6 86 3.0 86 2.7
24 Sulfadimethoxine 92 3.5 89 2.9 84 1.7
25 Sulfaquinoxaline 91 3.1 90 3.9 98 28
26 Sulfabromomethazine 97 7.5 86 5.1 85 217
27 Sulfanitran 97 23.9 103 22.8 91 23.7
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ax D [EIYREBRFS SR

F+_/0O0>Al
wmMEE:E$90.01 ppm (n=5)
BISH BELHA $eLH
[B] 4% 2 (%) RSD(%) [B] Y% 3. (%) RSD(%) (=] YR 2. (%) RSD(%)
1 Marbofloxacin 83 4.4 84 3.9 84 53
2 Norfloxacin 74 59 80 3.1 85 6.2
3 Ofloxacin 83 32 79 4.4 92 2.3
4 Ciprofloxacin 79 4.9 88 92 83 6.1
5 Danofloxacin 87 4.4 86 4.7 95 3.3
6 Enrofloxacin 87 6.3 89 1.7 92 5.5
7 Orbifloxacin 73 8.0 713 4.5 18 3.6
8 Sarafloxacin 16 5.5 84 10.8 710 8.8
9 Difloxacin 82 7.2 17 4.8 87 3.9
10 Miloxacin 97 2.9 91 3.4 96 2.7
11 Oxolinic acid 99 32 92 32 94 2.7
12 Nalidixic acid 95 4.9 87 32 88 44
13 Flumequine 102 5.4 95 0.8 94 5.3
14 Piromidic acid 84 4.5 712 4.0 74 3.1
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http://www.aisti.co.jp/appli/

KRS HTAIRATAIAIR

TEL : 073-475-0033 (A<tt)
048-424-8384 ((REKEZFh)

FAX : 073-497-5011 (EILE)

E-mail : as@aisti.co.jp

h—/AR—> ¢ http://www.aisti.co.jp/
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