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1 KRR

(1) X F &
& EE KR EERY RO:EE R
4 R
7 t ettt I
f}iﬁ A):yd?d?esms RGER JEE H
Est. No.
JLERAEE > ¥ — s
S K REE A T\ A0 B 1-1 S
gokiroku Meat Distribution 31-1 Aza—Sotokawara, Hachimantai, AKME %%?i?
en SE o Kazuno—shi, Akita, Japan
(L&)
et I —F7 0 R K JREE A T I oA R B 1-1 S e 284
Meat Land Corporation 31-1 Aza—Sotokawara, Hachimantai, AKMC 108 14
(L) Kazuno—shi, Akita, Japan
BREMAERITHH (T EREHEKA)
OB AT & (kg) O FATIHEL & (kg)
SN 6 HRE 0 0.0 SER DIy S 21 20011.3
505 EE 0 0.0 SRR 3045 B 21 16, 575. 1
S04 FRE 0 0.0 R 294 10 3,049.0
SFn 3 HEFE 0 0.0 WK 284 FE 2 140. 6
AR 2 13 13, 653. 6
(2) o HR—ILEH
®ooAR— Ve ERAZ Y RSEE M
4 P H WBES | e
Name Address Est. No. e~ AE
&t I—FF 0K K A T\ S RSB 1-1
MEAT LAND Corporation 31-1 Sotokawara, Hachimantai, Kazuno | AK—1 | SFficiESH
(& B/ EREEE) city, Akita, Japan
BEBAERITHHR (o AR—ILERHEA)
woOE AT i (kg) B AT HEa (ke)
FN 6 HEFE 0 0.0 SN 3R 0 0.0
SN 5 R 0 0.0 SN2 HRE 15 19, 484. 1
N4 R 0 0.0 BFICA 8 7,473.6
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2 BWHBESRARE

(1)t FHEEHH
®MEBEHESAZIY IR ETE R
- M
& i L = DI:] P—
@ﬁ Xﬁii EARS | BEA
Est. No.
K RO EE T EE PN IT RS 75 PN 3 69

HAatt AF WS 69 Ashinaikutimichishita, AKHO SRR 284E
HONKEHINAIJIDORI CO., LTD Hinaimachiookuzo, Oodate City, Akita, 5H13H

Japan

REMASTRTHY (HFERAHBIA)

O FEATIHL g (kg)
06 0 0.0
AN 5 0 0.0
AR A 0 0.0
BN B AR 3 161.6
SN2 3 320.0
BRI 4 285. 0
R 304 4 86. 5
R 294 4 240. 94
R 284 2 100. 0
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1  UPLC-MS/MS % Az —F Wik O % 4R mas B s (56 2 W)

K FE IR PR i A R A P

1 I

ORFEF. EHAM

BRI T, EEdikk s v~ v 777 « 2 o7 2RVE &SR (UPLC-
MS/MS) DEANIZFE D 2GR SV Tl L7z, ARBFZETIE, B TR
L7z 52 DAL EMITINZ T, Hri2lZ 6 OGSOV T b 2 L VRN 2 3t

L7=DT, FOFEFICHONTHET 5,

2 MERXUTE

UPLC-MS/MS 1T & EFTHRLD Nexera ¥V — A% E (LCMS-8050) % fifi
A L. 208t 7 0% Shim-pack Scepter C18-120[Metal free column] (PN£
2.1lmm X&E & 150 mm, K 3 pm) ZHW-, BEMEIZIZ, ARE LT

0.1% XS A KEAK., BIRE LTO1%XBEATE =M A ZFEH L,

AEHIK S L OB O A 72 b NS B iz AV, LR L ORI, 8

S SR A Y PL1-3, 417 7 Al 2ERR Y

AEHAL % m Az 4 500

uL 2 A% 7 —)L T 10 mLIZEZR (1 pg/mL) UIER L7z, BshiEERER o
WSHINREEIX 0.01 pglg (BEERHNIEREE 0.001 pg/mL) & L. 14 OEEH

2 M7 5 HREICH = 0 RER 21TV, B - AFEZFHE L=, MEftiE 0.001,

0.005, 0.01, 0.015. 0.025 pg/mL

D5 RTHER L, MR ERRIEIC K

DER LT, ATLERTEEIE. 1 RIK 2.
5 glZXHE30 uL& 7=k L

10 mL ZNz A€ F A XL, MK
Wi bY 7 L2 g&x, AT

v J AT %, =008 (3,500 r
pm (1,643xg) , -5°C, 20 min) %3
ML, EEERORBFIE LEL, &
KT 25 mLICER L, ZD%,

7 =RV n-~F Y5 m
L (KA DI 10 mL) &Nz AL

Ty 7 AT L, BEEOSEE (3,
500 rpm (1,643xg) , -5°C, 10 mi

n) #FEEL, T =R AENDS
1 mL A L, RBREKE LT,

BK O - T8 - 1 OFA - TR0
QuEChERS %

2.50g (50ml PP)

30ul ¥

T br=FIA Tml

v
[k s> 4% ik (72 F=F YA 3ml/15ml PP) |

’ SOKBRES b Y 4 2g
v

ATHRE 5 3H

[#r7 7 7 2cititin, 380519 3,500rpm, -10°C, 20min]
i
[Eifrz SomI PP ic 7%+ ¥ 1 53
KT 25ml iEH
T br=FYARHA~*Y Y Sml BRHNOA 10mD) , FA 7o
Ix‘i!-f.-’/l% 3.500rpm, -10°C, I(lmu\l
l *
|M'6 T4 b=k Y AKE W ~%

¥R BSIRE

Iml % %538 (Minisart RC4, 0.2 m)

v
LC/MS/MS (e 10 4)) |

1. fhit - R T v —
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3 AER
Z U VERIMG & 520 L 7= 58 FEDILAMIZH W T, KAFACTIE 45 i, KB T
1% 44 FE, FBAHATTIE 42 FE, BER T 46 (LA 4R A R A
ORI LORERELT - LT,
1. ZGVEREAM O 5

35 L Oidis _

B ik I 5
BRSO 5 A R ik fih A R ik
- 6 #l D 7 4/6 5/6 4/6 5/6

2
58 fifi 45/58 44/58 42/58 46/58
BE# 52 fiE 24/52 30/52 28/52 34/52

s FALE W DO FERI T2 A B jdﬁfz 3 ulgé TR,
GHOBRICEY BHTEN) OISR L, YHECEINTOD

4 B

BE & AR EICB T, WMNENGRER OFE RN R 5 F4ERE LT, ITD
RNBLRIND, 7 et R CB T2 EEREHER L LT, DT ro
AN E A R S RSB BGEC K DM D ZEREZ G T 5729

A =T o TN EGL Z IR TH D, BiE A&, # N EIRE,
7J</\ B EDREHALCERIC L o T,El:fot HAREMEN R E D, () 7L FHH
Tut ZAOEH)  FEIOFTLEIZ 1T D Mo 225, BARRIIZIZ BN, BEAL,
Eilifanke YU ST E SR @%%E @)~ MU v 7 ZZ R - Bl HHGkB RO~
N 7 ZANGHTIC B % KX T AT REM:, BARBUICITNEE., & > X7 |, a7
EDIAFEDN ., DU BEWE DA A AR B 2 KT T ATaet:, ()%
1B O ZEHE) B oy BT S E P O 2 R BB L 3 S R DB & AT RTRENE, (5)
HHZVEOIX SO X - L, pH, EE, FHHFRERE 72 SO /e 2288 |
IR B % KX T RTREME, 72 ENB T oid, %G 28 EOHEEIAMIX
1. AR (K 25-30% DUFEICFH ). 2. ¥ MU v 7 Z%R (K 10-15%
D7) 3. MAREFENM: (B 5-10% D) | 4. #ifEZE (K 3-5%D2E) . 5
HEAE) (9 2-3%DHFE) EHE LT,

T RIS E OB R RRE & FINCGROITIE, LT oM A8l ST,
AR T X RRIEEY (Sulfa T E D1LEW) 1ITHIT 5% < DILEWY Tl 80-
100% D B A 72 AR 27 LTz, Z4U%-SOoNH, 5 & i (Fi+ 7% b+ =
cUV) EDORMBRFMEERICERT D LB X HL5H, Sulfanilamide D [E]IXER
DRI m O AL, B E LT~ N Y 7 AR OTHImE & O BA/ER O FEE
MENRRIBEIND, ¥/ 0 RbiEIEK TH D Ciprofloxacin, Danofloxacin,
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Enrofloxacin 72 £, RORARWENLER (54-78%) Z TN D bz, Z
NoDOILEWIX, TtEA A OWEE R T 5720, kO pH &£EOFE L=
FRTWVWEBZIHNS,

HEIRTEIZ X D2 L L C, Monensin, Temephos Ty 2KV a3 )3 22
Shic, ZhoiEEmWEltEEZ R I bEm TH L7720, B TR (m-~F P4
H) 2B AN TER LR EN D,

TR - RRIC & D ORI DL LT ORERHSE 7o, OF
BEIZAR P L 0 AT RAF 72 /5 (B k&R B 75.9-79.3%. i 72.4-77.6%)
R L, @QFIIK LD BHFEWERERZ R ITERNFED v, QFFICIEKFHRICE
WCHEE 2 E (5 1D 31.4%M L) B0 b7,

ARFFE CIIREER & [F]— O 2 F DS RIALEL D S E « 3l 2 Sl L7228, AR5k
NEEIN U7 B0 i & LT, S F OB E oM BB 2 6 b (F) 25-
30% DUGEIZH 5 L HEE) , 10 (5 A REROEHIC L D~ N U » 7 RZHRITEI
SNTEBZLNED, mfmEOwZLE LT, Tilmicosin (47 & 869.13) <°
Lincomycin (47 f& 406.54) 72 &, ST EOKE L&Y TEINED
IEHOE N REIUVHADFRO bz, ZHuE, RERGFR~RY v 7 AKX
7 EOMAEERZREZ LT WAMREEZ /R LT 5,

SYRNTIED B 72 A B AT Tl I S <ALE W 7 Vv — 7Bl o i, 8]
IR DR MEA B ~DAE B, A A AL A Y~ pH R%, IREMEL A~
DOFRILEERRSE, SOP b : N —=0 277 a /T AWML Y. ZMH7R
Tu—F BRI NS,

5 F&¥

ARIOFERN D, BERE D HE 2 MOFEROTT A2 M VEEHR O SR80 % < |
F2MOMRELSBDOE=F) VIR EBILEMIZT DL b B R T,

L2 L, W5 OFMIFE R 2 S RICHIBTT 2 2 LT, K Eht=41 7
ZATH oD, A% WEICBITLE=2 U 7R bamid, Wi CRER X
O RE D IEHEZ il 72 L TAL BTV AL TETH D,

7o, ERROBETHL DL R IZFALBWORMEITIE U Te i &k O B i
belED 52 LT, SORLPITHEEOR EABIRTE 5,

# 2. E=2 V) IHGEY (TE)
B K Ol iZ3 5

=
i mA | EE | BH | B

BE=F Y U TRIG 27158 30/58 30/58 36/58
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R3.RMERGRBER B HRNELCBER

BEHN BB
HE HE EERE HE WE EERE

feat# FIERE HIEEE

ERE  HIE T =R 30 100 | EMRE HFE T =R 30 100
WE iz ®BE H= WE fx RE H=

2-Acetylamino-5-nitrothiazole 93.00 O 6.91 O 11.28 O 0.0030 0.0101| 103.76 O 14.06 O 18.46 O 0.0056 0.0187
Allethrin 41.63 X 67.04 X 7031 X 0.0087 0.0291| 19.27 X 78.22 X 78.24 X 0.0045 0.0151
Ciprofloxacin 58.24 X 19.18 O 21.42 O 0.0037 0.0123| 76.44 O 3.80 O 19.70 O 0.0043 0.0142
Clenbuterol 102.72 O 8.52 O 16.33 O 0.0052 0.0173| 110.16 O 5.30 O 14.97 O 0.0051 0.0170
Clorsulon 81.34 O 11.82 O 15.93 O 0.0041 0.0137| 84.67 O 7.41 O 13.08 O 0.0035 0.0117
Danofloxacin 66.28 X 12.82 O 20.04 O 0.0077 0.0257| 78.53 O 15.28 O 18.54 O 0.0086 0.0286
Dexamethasone 83.16 O 9.02 O 20.05 O 0.0048 0.0159| 82.81 O 14.70 O 20.25 O 0.0049 0.0163
Diaveridine 95.68 O 5.34 O 15.29 O 0.0042 0.0139| 80.91 O 6.07 O 11.72 O 0.0027 0.0091
Difloxacin 79.06 O 7.61 O 14.90 O 0.0034 0.0113| 84.69 O 13.50 O 16.04 O 0.0040 0.0134
Emamectin Bla 80.15 O 8.17 O 14.84 O 0.0034 0.0114| 79.70 O 9.65 O 14.32 O 0.0033 0.0111
Enrofloxacin 74.94 O 17.04 O 19.30 O 0.0043 0.0143| 91.55 O 10.33 O 15.77 O 0.0042 0.0140
Famphur 66.54 X 8.07 O 22.81 O 0.0043 0.0144| 73.47 O 9.07 O 14.31 O 0.0030 0.0102
Fenobucarb 49.21 X 14.51 O 27.41 O 0.0039 0.0129| 62.54 X 11.67 O 14.86 O 0.0027 0.0091
Florfenicol 97.26 O 10.15 O 20.09 O 0.0056 0.0187| 99.70 O 14.21 O #NUM! #NUM! 0.0040 0.0133
Flumequine 81.47 O 9.99 O 15.24 O 0.0036 0.0120| 80.79 O 8.09 O 10.56 O 0.0025 0.0083
Hydrocortisone 365.95 X 13.37 O 15.65 O 0.0169 0.0564| 144.01 X 9.89 O 12.29 O 0.0052 0.0173
Lincomycin 68.94 X 11.70 O 55.13 X 0.0108 0.0359| 109.77 O 17.29 O 62.61 X 0.0195 0.0651
Marbofloxacin 74.09 O 11.22 O 17.50 O 0.0038 0.0125| 85.78 O 10.91 O 14.70 O 0.0037 0.0123
Monensin 2.63 X 54.80 X #NUM! #NUM! 0.0003 0.0011] 2.16 X 30.07 X 36.61 X 0.0002 0.0008
Nalidixic acid 85.68 O 6.93 O 14.16 O 0.0035 0.0116) 83.21 O 9.81 O 12.98 O 0.0032 0.0105
Norfloxacin 65.95 X 13.14 O 23.09 O 0.0047 0.0157| 92.00 O 14.07 O 19.70 O 0.0056 0.0188
Ofloxacin 75.10 O 6.32 O 16.72 O 0.0040 0.0132| 78.29 O 9.56 O 14.91 O 0.0037 0.0123
Orbifloxacin 74.13 O 11.65 O 16.22 O 0.0039 0.0129| 66.76 X 11.87 O 16.28 O 0.0035 0.0116
Ormetoprim 107.93 O 9.61 O 11.51 O 0.0041 0.0135| 104.55 O 7.93 O 11.19 O 0.0038 0.0127
Oxolinic acid 84.48 O 8.60 O 15.42 O 0.0038 0.0125| 86.59 O 10.96 O 15.31 O 0.0039 0.0129
Piromidic acid 77.56 O 8.03 O 13.10 O 0.0029 0.0098| 74.62 O 7.62 O 10.14 O 0.0022 0.0074
Prednisolone 96.87 O 4.26 O 20.03 O 0.0055 0.0183| 101.11 O 15.43 O 18.68 O 0.0056 0.0185
Pyrimethamine 104.39 O 14.88 O 14.90 O 0.0093 0.0311| 100.92 O 10.84 O 16.30 O 0.0096 0.0319
Sarafloxacin 79.09 O 6.20 O 16.39 O 0.0037 0.0123| 91.23 O 16.59 O 17.23 O 0.0047 0.0157
Sulfabenzamide 91.26 O 8.50 O 16.26 O 0.0043 0.0142| 87.31 O 5.70 O 7.80 O 0.0020 0.0066
Sulfabromomethazine Na 89.62 O 10.07 O 15.91 O 0.0041 0.0138| 85.29 O 9.61 O 12.28 O 0.0031 0.0102
Sulfacetamide 92.90 O 9.14 O 15.06 O 0.0081 0.0270| 83.57 O 8.14 O 16.73 O 0.0080 0.0268
Sulfachlorpyridazine 83.01 O 8.74 O 13.62 O 0.0033 0.0109| 81.18 O 8.21 O 10.89 O 0.0026 0.0086
Sulfadiazine 89.27 O 10.55 O 12.62 O 0.0033 0.0111} 102.78 O 5.76 O 10.29 O 0.0030 0.0102
Sulfadimethoxine 96.65 O 5.10 O 12.76 O 0.0035 0.0117| 94.41 O 5.96 O 7.20 O 0.0020 0.0067
Sulfadimidine 81.34 O 12.32 O 17.44 O 0.0041 0.0138| 87.25 O 8.96 O 10.69 O 0.0028 0.0092
Sulfadoxine 99.83 O 10.19 O 13.13 O 0.0038 0.0128| 101.04 O 9.35 O 12.39 O 0.0037 0.0122
Sulfaethoxypyridazine 98.44 O 6.91 O 10.23 O 0.0029 0.0098| 97.78 O 12.24 O #NUM! #NUM! 0.0034 0.0113
Sulfamerazine 88.67 O 12.92 O 15.09 O 0.0040 0.0132| 140.90 X 6.28 O 10.68 O 0.0043 0.0145
Sulfamethoxazole 85.57 O 8.72 O 12.69 O 0.0032 0.0105| 83.91 O 731 O 7.86 O 0.0020 0.0065
Sulfamethoxypyridazine 88.42 O 8.63 O 9.94 O 0.0026 0.0087| 103.49 O 9.31 O #NUM! #NUM! 0.0026 0.0086
Sulfametoxydiazine 83.15 O 14.14 O 17.29 O 0.0044 0.0146| 94.92 O 12.77 O 22.15 O 0.0064 0.0213
Sulfamonomethoxine 80.51 O 11.06 O 13.85 O 0.0034 0.0113| 84.00 O 12.13 O 13.67 O 0.0035 0.0117
Sulfanilamide 123548 X 119.09 x 120.17 bS 0.4830 1.6099(1787.89 X 90.84 X #NUM! #NUM! 0.4078 1.3593
Sulfanitran 116.23 O 12.91 O 23.34 O 0.0083 0.0278| 120.69 X 9.36 O 25.83 O 0.0096 0.0319
Sulfapyridine 101.99 O 11.83 O 12.99 O 0.0041 0.0136| 104.89 O 8.31 O 14.07 O 0.0045 0.0151
Sulfaquinoxaline 86.40 O 10.85 O #NUM! #NUM! 0.0024 0.0079| 83.43 O 6.39 O 11.15 O 0.0029 0.0096
Sulfathiazole 90.34 O 6.81 O 11.83 O 0.0033 0.0110) 97.83 O 9.76 O 11.47 O 0.0035 0.0116
Sulfatroxazole 92.09 O 9.09 O 11.70 O 0.0033 0.0112| 100.52 O 8.09 O 11.31 O 0.0035 0.0118
Sulfisomidine 83.74 O 10.26 O 13.71 O 0.0036 0.0119| 93.28 O 3.79 O 8.00 O 0.0023 0.0078
Sulfisoxazole 84.65 O 7.87 O 9.61 O 0.0025 0.0085| 90.70 O 8.01 O 8.22 O 0.0023 0.0078
Sulfisozole 82.94 O 10.55 O 16.66 O 0.0040 0.0134| 78.29 O 8.88 O 13.80 O 0.0031 0.0104
Temephos 7.68 X 41.85 X #NUM! #NUM! 0.0017 0.0057| 3.03 X #NUM! #NUM! #NUM! #NUM! 0.0011 0.0035
Tiamulin 101.10 O 13.19 O 19.71 O 0.0058 0.0193| 96.86 O 11.24 O 14.59 O 0.0041 0.0138
Tilmicosin(isomers) 105.37 O 18.56 O 31.57 X 0.0096 0.0320| 149.72 X 30.40 X #NUM! #NUM! 0.0120 0.0401
Trichlorfon 85.67 O 13.60 O 20.71 O 0.0052 0.0172| 90.50 O 10.92 O 21.27 O 0.0055 0.0184
Trimethoprim 113.04 O 7.34 O 11.50 O 0.0038 0.0126| 104.48 O 6.07 O 10.20 O 0.0031 0.0103
Xylazine 84.51 O 10.85 O 14.19 O 0.0035 0.0117| 83.14 O 8.39 O 13.35 O 0.0032 0.0107
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F4. FMENERER B BASLUBER

FREEA BER
HE HE EHEE HE HRE B mE

(4=xvE YERSE FIEESE

ERE  HE BT =R 30 100 | EMRE HIE [E3E =N 30 100
RE HE HKE ¥HE wE  HE RE ¥HE

2-Acetylamino-5-nitrothiazole 947 O 13.57 O 18.99 O 0.0052 0.0175] 100.09 O 5.28 O 1159 O  0.0033 0.0111
Allethrin 251.16 x 2920 O 12614  x  0.0899 0.2997| 39217  x 32.73 x 371.71 X 0.0437 0.1458
Ciprofloxacin 54.16 x 1224 O 22.89 O 0.0036 0.0119| 7522 O 9.65 (@] 2169 O  0.0047 0.0156
Clenbuterol 84.53 O 11.53 O 16.96 O 0.0045 0.0148] 108.53 (@) 851 (@) 12.78 O 0.0043 0.0144
Clorsulon 82.38 O 15.65 O 24.30 O  0.0063 0.0211| 88.22 O 13.80 O 14.54 O 0.0041 0.0135
Danofloxacin 62.815 x 1372 O 24.58 O 0.0089 0.0297| 78.09 O 6.37 O 1880 O  0.0084 0.0279
Dexamethasone 75.77 O 1434 O 17.28 O 0.0039 00129 7232 O 1685 O #NUM! #NUM! 0.0031 0.0104
Diaveridine 95.67 O 8.29 (@] 17.67 O 0.0048 0.0162| 93.73 O 7.03 (@] 1265 O  0.0034 0.0114
Difloxacin 7833 O 1559 O 2171 O 0.0050 0.0165| 89.35 O 8.98 (@] 1294 O  0.0034 0.0112
Emamectin Bla 74.04 O 732 (@] 20.34 O 0.0043 0.0143| 7510 O 459 (@] 1348 O  0.0029 0.0096
Enrofloxacin 69.55 x 1353 O 18.42 O 0.0037 0.0125| 7779 O 9.92 (@] 1209 O  0.0028 0.0092
Famphur 65.74 x 9.35 (@] 18.16 O 0.0034 0.0114| 69.74 X 5.57 (@] 1253 O  0.0025 0.0083
Fenobucarb 59.64 x 11.21 (@] 2437 O 0.0042 0.0139| 63.85 X 4.90 (@] 15.21 O 0.0028 0.0092
Florfenicol 98.86 O 1444 O 26.05 O 0.0074 0.0247| 11292 O 1530 O 23.47 O 0.0077 0.0256
Flumequine 7777 0 9.59 (@] 15.43 O 0.0035 0.0116| 80.94 O 8.64 (@] 1049 O  0.0025 0.0083
Hydrocortisone 80.88 O 1239 O 19.57 O  0.0046 0.0153| 9415 O 1147 (@] 1993 O  0.0054 0.0181
Lincomycin 65.74 x 2000 O 60.05 X 0.0112 0.0375| 126.46  x 1.24 (@] 54.47 X 0.0195 0.0650
Marbofloxacin 7163 O 8.63 (@] 18.85 O 0.0039 0.0129| 8173 O 6.56 (@] 1255 O  0.0029 0.0098
Monensin 1.77 x 40.70 X 50.46 X 0.0003 0.0009| 2.02 X 25.91 (@] 40.76 X 0.0002 0.0008
Nalidixic acid 81.71 O 1205 O 20.58 O 0.0049 0.0162| 9142 O 6.51 (@] 12.87 O 0.0034 0.0113
Norfloxacin 55.85 x 15.44 O 23.71 O 0.0041 0.0137) 74.37 O 7.99 O 19.22 O 0.0044 0.0148
Ofloxacin 69.81 x 113 O 17.12 O 0.0038 0.0126| 76.69 O 6.56 O 1368 O  0.0033 0.0110
Orbifloxacin 68.82 x 13.67 (@] 23.17 O 0.0051 0.0171| 69.15 X 9.79 (@] 1366 O  0.0030 0.0101
Ormetoprim 94.96 O 8.49 (@] 17.10 O 0.0053 0.0177| 7453 O 1152 O  #NUM! #NUM! 0.0025 0.0083
Oxolinic acid 793 0 1369 O 18.92 O 0.0044 0.0146| 93.73 O 5.71 (@] 9.95 O 0.0027 0.0090
Piromidic acid 72.85 O 734 (@] 14.87 O 0.0031 0.0104| 79.75 O 5.53 (@] 6.97 O 0.0016 0.0054
Prednisolone 95.36 O 16.91 O #NUM! #NUM! 0.0043 0.0144| 10429 O 1082 O 1749 O  0.0053 0.0176
Pyrimethamine 100.84 O 1405 O 20.95 O 0.0123 0.0409| 10429 O 6.23 (@] 1269 O  0.0076 0.0253
Sarafloxacin 66.19 x 1318 O 17.40 O 0.0034 0.0112| 9855 O 6.78 (@] 1360 O  0.0038 0.0128
Sulfabenzamide 84.82 O 8.73 (@] 17.32 O 0.0042 0.0141| 7852 O 1285 O 12.87 O 0.0030 0.0101
Sulfabromomethazine Na 7710 9.95 (@] 19.35 O 0.0043 0.0143| 76.95 O 6.88 (@] 10.76 O  0.0024 0.0080
Sulfacetamide 89.415 O 1018 O 14.36 O 0.0075 0.0250( 9081 O 1296 O 1440 O  0.0078 0.0259
Sulfachlorpyridazine 7857 O 1044 O 19.08 O 0.0043 0.0144| 88.08 O 8.48 (@] 1550 O  0.0039 0.0131
Sulfadiazine 89.88 O 12,51 (@] 18.65 O 0.0049 0.0162| 90.73 O 858 (@] 13.27 O 0.0035 0.0116
Sulfadimethoxine 91.91 O 9.19 (@] 17.63 O 0.0047 0.0155| 86.84 O 1655 O  #NUM! #NUM! 0.0039 0.0131
Sulfadimidine 7532 O 9.07 (@] 15.56 O 0.0034 0.0113| 7847 O 1620 O 1806 O  0.0042 0.0140
Sulfadoxine 9437 O 1402 O 17.98 O 0.0050 0.0166| 10838 O 7.38 (@] 1236 O  0.0039 0.0129
Sulfaethoxypyridazine 90.52 O 9.93 (@] 14.50 O 0.0038 0.0127f 10359 O 1015 O 1309 O  0.0040 0.0133
Sulfamerazine 83.55 O 8.92 (@] 15.78 O 0.0038 0.0127| 91.67 O 6.84 (@] 1454 O  0.0038 0.0127
Sulfamethoxazole 7959 O 9.51 (@] 19.03 O 0.0043 0.0145| 8824 O 8.67 (@] 9.56 O 0.0025 0.0084
Sulfamethoxypyridazine 83370 10.61 O 13.39 O 0.0033 0.0109f 9159 O 1092 O 1563 O  0.0042 0.0139
Sulfametoxydiazine 80.52 O 13.43 O 20.08 O 0.0049 0.0164) 108.37 O 20.46 O 217.70 O 0.0091 0.0304
Sulfamonomethoxine 7353 O 1020 O 14.91 O  0.0033 00111 8311 O 5.43 (@] 1538 O  0.0039 0.0130
Sulfanilamide 1674 x 14403  x  #NUM! #NUM! 0.6709 2.2364|2838.68  x 56.76 X #NUM! #NUM! 0.3885 1.2950
Sulfanitran 120.34 x 9.17 O 29.96 O 0.0111 0.0369| 108.78 O 5.41 O 2246 O  0.0075 0.0250
Sulfapyridine 89.58 O 8.22 (@] 1347 O 0.0037 0.0124f 9336 O 1009 O 11.71 O 0.0034 0.0112
Sulfaquinoxaline 8371 O 4.11 (@] 18.03 O 0.0047 0.0155| 7570 O  11.17 (@] 1308 O  0.0031 0.0102
Sulfathiazole 84.34 O 9.33 (@] 15.24 O 0.0040 0.0133| 86.67 O 6.28 (@] 10.21 O 0.0027 0.0091
Sulfatroxazole 90.03 O 6.24 (@] 16.33 O 0.0046 0.0152 101.50 O 8.29 (@] 1023 O  0.0032 0.0108
Sulfisomidine 79.23 O 10.81 O 15.92 O 0.0039 0.0131| 80.77 O 1018 O 1289 O  0.0032 0.0108
Sulfisoxazole 75.95 O 6.86 O 22.28 O 0.0053 0.0176| 86.95 O 5.86 O 731 O 0.0020 0.0066
Sulfisozole 78.78 O 4.78 (@] 17.55 O 0.0039 0.0131| 8330 O 5.45 (@] 1089 O  0.0026 0.0087
Temephos 3.22 x #NUM! #NUM! #NUM! #NUM! 0.0010 0.0032| 2.22 X #NUM! #NUM! #NUM! #NUM! 0.0009 0.0031
Tiamulin 94.96 O 1156 O 21,61 O 0.0059 0.0197| 96.68 O 1571 (@] 1734 O 0.0050 0.0166
Tilmicosin(isomers) 11134 O 2289 O 26.33 O 0.0087 0.0289| 169.03  x 8.79 (@] 1239 O  0.0061 0.0204
Trichlorfon 81.91 O 1373 O 22.70 O 0.0054 0.0179| 9579 O 6.78 (@] 1465 O  0.0040 0.0134
Trimethoprim 101.88 O 8.66 (@] 1553 O 0.0046 0.0152| 9619 O 6.87 (@] 1141 O 0.0032 0.0106
Xylazine 80.16 O 851 ©] 15.16 O 0.0035 0.0117| 8813 O 442 ©] 9.78 O 0.0025 0.0082

EERF - SMTHELIHA24H
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2 LC/MS ilRiE T D24 MERFi3s IO QUEChERS i & 0D FLl RS
HKHERERaERES OWIER, &HAE, I, JEEHE

1 1T

WHTCIE, Rk 2 5AEE N HimmMmRARECH D [HPLC 12 X 28 A IESR LS D —

ik 1 (GBAKER) ) (LUF THPLC BBRIE 1T | &9 ,) B L OME(L L7k
(QUEChERS 7£%) Z0FH L TH#EZ FhE L T\ 5,

F0 34 9 HICRBRIEICEI T 2@ OWIEN & . HPLC :RBRIE 1 ApEISh, L
CMS IZ X 28 AERMEO—FRBIE T (EAKEY) ) (LLF TLOMS HRERET )
EW D) BHFITIZED b,

A4 HFE D UPLC-MS/MS FHAUZ L0 | sl 72 i A A OEFL 0 R D B 7o 728,
QuEChERS VEIZ LV 2R 21T > 72 (5F0 5 FEEREH) .

Alal, AEEORPLERIZ XG5 728, B )15 % QUEChERS #5726 LC/MS
FRERIE LICAEE L, YRR X OB RG 2 1T o720 T, Z ZIic@iE4 5,

%QuEChERS : Quick GEi#) Easy (ffiH.) Cheap (%) Effective (#12RFY) Rugged (BEZEME) Safe (%4)

2 MEBIOE
1. 3k
Bl (PM), K& (PK). B (CM), BEI& (CK),

2. FEAENL R X OMEHEAR
PR 8 7 A LV AFOEAIRE R B B R AR SRR YERE PL-1-3, L7 7
FIHBERAHETAIR L OF 2 7 oA (%5 20 pg/mL),
FEAEYRWE (1 pg/mL) © BAEYES AN 500 ul 2, 10mL A A7 T AT/ H L, A
X ) —)LT10mL IZER LT,

3. IRINIENGEER

FREHZOWT T T 7R 2TV, BiFE— 7 OFELHGE L%, BEFEAOR
TR A 0.02 pg/g GRERVAT TR 0.01 ug/mL) & LC, ANEILGRER & F2h6 L 7=,
RERITE —OFE/mHE 1431 8 1 (20H7) 5 BTz, BE (FIE) BLO
FEEE (DMTHRSEE - ENKEED) (XRATEEBMDOITA R4 LUTHRESN TS H
FETHG L. AT ZD03HADAFEZ 2 THIZ LIZEEE 68K L)),

BRIEELEZ T b= U LB I 0.1%FBKER (1:3) R CTHR L

H O &RV, BAEEHERKE 0.001, 0.005, 0.01, 0.015, 0.025 pg/mL D 5 5% T
ERL LT, E&EIX, ZOREREZ AW IziikHr BREIC L0 1To 72,
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4. 3K

TER=bFUL EEK AFHUBIOAZ 2 —/LITHPLC H, Z O OFR3EIE

FethZ2fEH L7z, 72720, BEMHO T b=V i L OMEMAKIZ LC/MS H % 1{# H
L7,

5. HIESRME
HE () EEREITR NexeraXR (UPLC) 36 X TFLCMS-8050 (MS/MS)
AT LBLOA T NRE - () AT Shim-pack Scepter C18-120[Metal free
column] (W% 2.1 mm, £ & 150 mm, 7 1% 3 um) , 40°C
BB : AR (0.1% FEOKER) BEIOBIKR (0.1% FMEMTE =KV NL)
TIVTU IR RTIDEBDY

6. HILBELTIE
IR 1, BRI 2 1R HETHEm L, BRICHW I =77 ATV —=
YA T ARR)HLOD InertSep C18 FF 1g/6mL % {# 4 L7z,

7. BRHIRF, EERA (EETIR)
AMENGRER (15 3 2H) THROE 10 BIROREIEM D ERDARIHE S & ARE
L. R (o) O 3czMHIRR, 1002 ERRA & L THEEEZHH LT,

i

ih
% 10.00 ;I

[FzrFensvnier v arFri=#5 25 (1.000mg) |
n-~¥H g7 b=h YA 50mL
-~ 50 mL
BEfiE 1 mL
REVSA X

— A% J—L Sml

7 01 vol%FBR U AY /—/ (1:4) B 5oL

EKEEET FY A 20g

EiHELETS
REUI A K
15047 B 3.000 rpm. S min Fhithi (1 mL)

EAH 0.1 vol%eXEER FAF /—n (1:4) B 15mL

Rk

et

\
\*i.t:‘;.z’ml
FTEr=FUAS0mL

HREVFA X TR
ianC 47 HfE 3.000 rpm, 5 min

7+ b= U AET

MUERE (40°CLLTF)

T h=FIARTO01vol%¥EE (1:3) Bik1mL

__________________

Frr=rvnrm |rum| [LomsMs (BRI 10 L) |
o 2. R m—
74 b=k YA TEMRIC 100 mL [ZEH S as
T L= & TERRI 5 mL % 591 K1 77V bR
MUEWEEE (40°CELTF) i () | AR (%) [BiR (%)
[T 0.0 99 1
0.1 vol%FMER A % 7 — (1:4) i 1.0l 1.0 85 15
TR 10.0 100
1. 7 — 15.0 100
15.01 99 1
18.0 99 1




3

it
1. R

7 Z vy Wk BYEE E 7T E &R KIN T D IRE OFEERE ) b NTE
— 7 [HFE % el U 7245 . Sulfanilamide |13, £ TOREHZIBWTH A R T4 2 TRE
NTICFFRHEIP 2 2 D055 ©— 7 D3RR S Vo T2 O Rk 5 0 B RS L 72,

2. EJE ([AULER), FE
5 7FEOILEMIZHONT 4 MM 24T, PM TOfE, PK T1 2fi, CM CT1 5
i, CK T1 8HELAEMBER LT (F4),

3. QuEChERS & & 0 L%
WHTNAFN 6 4R IZH A L7- QuEChERS JEIZH1T 2 BTALHEL T 1 L O 4 VEREA
FERRIA g L LT,
(1) ATRERIZA )2 REET IS K OWGREE « 3R3EfE &
4 RSB T2 0 DOHEIZ OV TR 2 12T,

(2) ZE4VERHME
EBR LTAL B D HEIZ DWW TE 3 ITRT, 2D 95, LO/MS iRk 1 TO
AL AEEWIZ. PM T1fi, PK T2fi, CM CT5f,. CK T3 Th o7,

% 2. ATALERRRR RS L OGREE - AR H & o bl & 3. B LI AL & ¥ o thig
LC/MSERERIE 1 QuEChERSE LC/MSzERTE T QuEChERS?ﬁ

AALER FI6HEH FI20EH PM 9 45

ek 40 g 10g
R 19.8 uL 120.0 uL PK 12 44
[z 4mL - CM 15 42
MKRREET R U w7 A 80 g 8g CK 18 46

T h=FU L 404 mL 40 mL
~FHh 200 mL 20 mL (PM:40 mL)
AH ) —)b 36 mL

T ABRERHIZY OETH Y | faFRERITMHEM Lo A fR<

4 B

1. BIALERIZ 23 D EERGIZ DUV T

LC/MS #kBriE 1 ORTALERIZ 2375 FFEIEL QuEChERS 0K 35 CThH -7, T
QuEChERS VAT T BV SHE RIS (BEHZE) TR 2[HE I =0 T A2 XD RBRTRE
MWD EM, ZEREILTWHHERKNEEZHND, £7-, LOMS AL [ THE
A RXLEEN 3EITH D DIZxF L, QUEChERS £ TIIAEY A AL 1 [T HA /v
Ty ATRR2E LR DT, FHEETIIMOL Z LT ELWESE XD,
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2. ZEMERHHIC OV T

5L LU TR CTER LI LB DI niER & e o7z, IRINEIGRER 2 K, %
DNETIT o 7eTed, FEALZELTE LT, A x OFHOM EAENIEROA R LI
BAE G2 T2AREMEEH 508, ZFWEECNB O THEMEHI KA BRI T S £
TWRNZ &2 D, B LR BRI K DL BE TE RV,

QuEChERS i & bl LT, LC/MS #lBRE [ THR LIALEMED D720 R & 72
S 7% K & LT, Sulfanitran ZFR< Y07 7 HIREEY (2 1FE) OREIERIMEWNZ
EMFETOND, VT 7 ANTEEMESAE CREEMEE S 5 720, iR o 7T & K
= M USRS 2 R UIHER ORIS Z ik d 5 & | 0.3%F E (QUEChERS #£) & 2%
Hefe (LCMS FRBRIE L) THY | MRBEL 7=V L7 7 K37 b= b U JWEER L 727
ST ENEINRICEZEL BT LEZXDND,

F72. LCMS HRBRIE T TOHEH LTALGYORITIE, S FEORE W
Lincomycin <° Tilmicosin (isomers)3 % £41 %, Z#UiE QUEChERS {EIZITIEN I =0 F
ML DB TEN~ MY v 7 2R E2 X VBEL, FUEORN EEZEICHES Lz
LRI N D,

5 F&®

SR DOZEPERHIOFER D, T—F i) 2T 212d7c > T, B mEN D
72 < . QUEChERS i & bl U CRTLEIC i DR AR AT 2REE L 2\ 20,
WHORBEERE U CTERAT2IFIEDENTHD Ll Lz, LoLans, Y¥ErT
R L TV AR IZIUV T, QUEChERS {ETIXEHE & 22 b oo oAb W O —ER7A3,
LC/MS #BRIE I ORI FIETHITER T2 WO MR ZGL N TE, 4%
%, LOMS BRBRIE 1 IZH T DRTLEL T ECH G A MO RE L2179 & & biZ, 4
DR % QUEChERS VEDWRIZHIEM L, MFrOMm&ERSIZ LV M LS Tn&Eizn
EEZTND,

6 ZHEIHK

[1] AT BE EREAE SRR LR 2P T 2 BEE T 5L
DI EVFET A R T A O—EBIEIC DUV T | (ERE 22 4F 12 H 24 BT &2 1224
1)

[2] RENFNEA: TUPLC-MS/MS % FIV o — 353 HT 1% 00 2 24 PERTA A R (B35 2 #) )
(TN 6 FEE BT TR R 258 LFER)

[3] JEA T A R - A AR R R s AL R AR - TLO/MS (2 K 2B I R A 55 oD —
FRBRiE T (R/KEY) DR PERGFRERAE R (PR 26~28 4REE) | (57814 HP -
https://www.mhlw.go.jp/stf/seisakunitsuite/bunya/kenkou_iryou/shokuhin/zanryu/zanryu3/siken
html)
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[4] DeFeng Huang. et al. : [ A Simple Cleanup Protocol Using a Novel SPE Device for UPLC-
MS/MS Analysis of Multi-Residue Veterinary Drugs in Milk ] (Waters HP : 77U -r—13 3
>/ — 1 (720005414EN))

# 4. LC/MS FRERIE T 02224 MM AS e A
o Jf7% A (PM) JER ik (PK) A (CM) 5B (CK)
FUE  PMTREEE SENRTE BE S OMTRIE SR CHE R DMTHIE SR CHIE O FUE O OMTRIUE SOOI CHIE
2-Acetylamino-5-nitrothiazole 87.3 10.2 10.2 O 69.4 6.2 9.3 x 91.1 5.7 7.1 O 69.3 2.6 8.4 x
Allethrin 18.7 14.6 15.8 x 15.5 15.7 17.9 x 63.8 30.4 55.6 x 160.2 25.6 80.8 x
Ciprofloxacin 51.1 21.8 - x 50.7 14.9 - x 64.0 18.2 - x 54.9 12.8 21.9 x
Clenbuterol 79.7 11.5 - x 66.7 12.1 12.3 x 67.0 6.0 11.9 x 76.2 6.6 10.6 O
Clorsulon 75.3 18.4 - x 65.2 32.6 - x 78.3 8.0 10.4 O 70.3 6.2 11.8 O
Danofloxacin 59.7 30.9 - x 53.0 17.1 - x 75.7 25.7 - x 68.6 6.8 18.0 x
Dexamethasone 82.4 8.4 114 O 73.6 8.8 13.5 O 71.9 24.0 - x 53.2 20.6 30.4 x
Diaveridine 61.9 13.0 - x 59.9 59 14.3 x 57.4 9.1 9.7 x 67.0 6.0 6.1 x
Difloxacin 82.8 4.5 7.0 O 70.2 7.6 8.8 O 78.4 73 8.6 O 73.5 6.4 10.9 O
Emamectin Bla 66.2 10.0 12.0 x 50.9 19.1 - x 72.3 4.1 9.6 @) 70.5 7.1 12.2 @]
Enrofloxacin 85.2 7.5 - x 81.7 6.9 8.5 O 73.3 3.6 5.8 O 69.0 4.5 7.0 x
Famphur 81.6 8.7 - x 69.5 10.2 10.8 x 75.2 11.0 13.5 O 76.6 5.4 12.3 @)
Fenobucarb 29.2 41.7 - x 31.1 25.8 27.5 x 24.9 16.0 21.1 x 28.9 12.4 22.0 x
Florfenicol 84.1 8.7 - x 78.0 222 - x 89.7 17.7 - x 88.2 12.0 12.5 O
Flumequine 84.0 5.1 - x 72.1 11.3 12.0 O 83.2 4.6 5.9 O 79.0 3.3 6.6 @)
Hydrocortisone 128.6 16.1 - x 86.6 323 - x 90.3 8.4 - x 77.2 8.2 14.6 O
Lincomycin 115.8 12.2 15.6 O 161.8 4.8 10.6 x 88.9 14.3 18.6 O 146.8 5.8 9.9 x
Marbofloxacin 70.8 7.1 - x 63.0 6.7 9.9 x 56.0 23 5.0 x 56.9 6.7 7.6 x
Monensin 26.4 35.5 - x 19.5 31.7 - x 40.3 32 9.2 x 36.3 11.2 14.4 x
Nalidixic acid 87.1 5.9 - x 75.7 9.3 11.8 O 84.6 2.5 6.5 O 82.2 3.9 8.9 O
Norfloxacin 56.3 12.6 - x 52.1 9.8 10.7 x 65.7 13.2 - x 52.9 5.9 12.9 x
Ofloxacin 79.0 8.0 - x 70.8 52 7.1 O 70.3 7.1 7.5 O 60.5 55 7.3 x
Orbifloxacin 80.5 8.7 - x 67.1 8.0 13.2 x 73.9 6.1 7.7 O 60.8 6.7 9.1 x
Ormetoprim 67.6 21.2 - x 76.0 8.6 10.9 O 69.6 22.5 - x 73.1 4.5 8.7 @)
Oxolinic acid 74.4 8.0 11.7 O 57.5 25.3 - x 80.6 6.1 6.6 O 71.4 5.1 9.9 @)
Piromidic acid 71.1 9.8 - x 58.3 21.8 - x 71.0 3.7 12.5 @) 70.9 4.8 10.3 @]
Prednisolone 82.4 18.2 - x 62.9 30.5 - x 87.9 14.1 - x 81.7 11.2 15.0 O
Pyrimethamine 76.1 9.5 11.6 O 71.8 7.8 8.3 O 81.6 9.0 - x 81.2 7.0 13.6 O
Sarafloxacin 68.7 19.7 - x 48.9 10.8 13.0 x 55.2 8.0 19.2 x 69.6 6.4 10.4 x
Sulfabenzamide 40.6 433 - x 423 40.6 - x 42.8 17.4 21.0 x 49.9 5.6 18.3 x
Sulfabromomethazine Na 51.2 14.6 17.3 x 56.3 20.1 - x 48.9 11.6 21.1 x 62.8 4.4 7.0 x
Sulfacetamide 52.4 16.8 - x 51.3 12.4 - x 54.2 9.8 15.7 x 53.2 2.7 7.5 x
Sulfachlorpyridazine 49.3 20.6 - x 61.2 22.5 - x 50.0 13.4 23.4 x 62.6 5.4 8.8 x
Sulfadiazine 44.2 18.4 - x 60.1 18.8 - x 51.0 13.1 20.9 x 61.3 4.3 8.3 x
Sulfadimethoxine 53.3 353 - x 51.6 35.8 - x 48.4 15.7 21.1 x 59.0 14.9 25.7 x
Sulfadimidine 37.7 28.2 - x 49.9 15.9 16.1 x 334 16.0 21.8 x 46.3 8.8 11.7 x
Sulfadoxine 50.3 8.8 11.6 x 66.8 29.9 - x 50.1 19.3 21.9 x 69.1 7.7 - x
Sulfaethoxypyridazine 41.9 15.1 - x 60.1 23.6 - x 41.5 9.8 23.2 x 67.4 7.2 9.4 x
Sulfamerazine 46.1 17.3 - x 74.4 22.6 - x 45.0 10.3 18.5 x 63.5 8.2 9.8 x
Sulfamethoxazole 50.1 17.6 20.0 x 59.3 21.6 - x 53.5 11.3 20.0 x 65.7 3.8 4.9 x
Sulfamethoxypyridazine 29.5 28.1 - x 383 18.6 19.0 x 253 13.3 23.3 x 33.8 8.3 12.3 x
Sulfametoxydiazine 53.6 20.4 - x 67.1 13.7 15.9 x 52.5 15.5 21.2 x 66.9 7.3 8.7 x
Sulfamonomethoxine 48.3 21.7 - x 62.2 20.0 - x 47.9 9.7 19.2 x 69.2 5.8 8.9 x
Sulfanitran 94.5 6.0 6.5 O 78.1 8.4 12.7 O 101.1 8.5 - x 97.5 11.9 16.8 O
Sulfapyridine 41.1 21.2 - x 572 18.9 18.9 x 37.7 13.3 20.5 x 52.7 4.6 7.4 x
Sulfaquinoxaline 46.4 28.5 - x 47.0 40.4 - x 42.5 20.2 20.6 x 50.9 18.8 255 x
Sulfathiazole 37.8 20.8 - x 572 16.4 - x 343 14.2 26.4 x 54.5 4.3 53 x
Sulfatroxazole 51.0 19.8 - x 60.7 18.7 - x 53.4 11.3 17.0 x 67.2 5.4 9.1 x
Sulfisomidine 36.3 20.5 - x 55.0 18.1 18.3 x 30.6 12.5 21.0 x 43.8 4.6 6.2 x
Sulfisoxazole 46.3 26.4 - x 56.9 28.6 - x 46.6 11.3 17.7 x 59.6 6.4 8.1 x
Sulfisozole 50.5 17.0 - x 55.6 18.2 18.9 x 49.8 9.3 18.6 x 58.4 6.6 9.8 x
Temephos 31.0 26.2 28.8 x 18.1 26.9 36.6 x 36.7 7.0 12.7 x 28.8 5.6 14.7 x
Tiamulin 75.6 13.5 13.5 O 59.1 35.0 - x 83.0 7.3 - x 73.5 19.1 20.0 O
Tilmicosin(isomers) 80.8 9.7 - x 74.1 6.1 12.3 O 108.9 3.1 6.0 O 107.8 2.7 6.1 @)
Trichlorfon 86.8 11.7 - x 81.0 10.1 14.2 O 89.9 7.1 - x 83.7 7.6 - x
Trimethoprim 66.5 7.2 - x 70.3 7.8 10.1 O 60.3 7.1 - x 66.0 5.5 7.4 x
Xylazine 78.4 5.2 6.4 O 68.3 6.1 6.1 x 71.6 4.8 12.1 O 72.1 5.7 9.4 O
B (%), P TREE(RSD%), EWNFEE(RSD%)
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