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BHFE TG RRBRIEDBIET 52 2 THELSTZSN,
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1. %5 - HAY

7unL7x=a—) (FF) I, #&E0, AN/ eI A7 z=a— L EFELLTED, AW
PIE AR M EFFOGRIIERICTH D, FFIZ, ME D 70S VAR Y —L0 508 7 2=y ~Z
ATDHIEICLY 7T FIBEEREEL, ¥ o XV EAERERETLI EEZ LTV D,
FFIX, ERAMCERN T, 4 BEOEREOF S, —H oI L CEMIERML & LT
ENTW5D, b MAEKGE LTI H I TV,

FFOFE2GEM & L Cid, K 1IZRL7ebE® (FFCl, FFCOOH, FFNHz X T FFOH) 73& %,
FF ORI EMEE T, FF R OIIASIRIZ LY 7a L7 s =a—7 I > (FENH,) ([ZZ# S 518
FAE FFNHICHE L7200 E L TRESNTVDN, 2RiBRIBEIIR STy, 22
TARMFE T, SKEDTO FFRBRIEZHE T2 E2HBE Lz,
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o
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2. JEYE(E

TunTzma—)Lld, 7a T == a— L R ONIKRSRIC L0 A FENH, ((1R,25)-1-(4-
AFNVANVKR=NT 2 =)V)-2-T R /) -3-T )V AFa-1-7 asX ) —)b) (TSNS R & Y
FENH ([CHRE L7 b oA o, [R5 0916 55 1 5 (H28.9.16) |

Y FEHEAE
(ppm)

LD 0.3
A& D 5 A 0.3
DN 0.3
KD NERS 0.3
2D i 4
R D Il 7
2B B ik 0.3
R D ik 1
oSy 4
KO &y 7
DA 0.2
DR 0.4
O T 3
545 D Bl 1
O RME Sy 3
i (S HABEICRS, ) 1
BN ORTHARICRES, ) 8
i (P& HABEICRS, ) 0.3
I (ZOMmOMIEICZIRS, )

—~ |~

EEERED R AAT 5 b0 Tho TR DR,



3. T RIBAL A OREE X K O E b2 aO M e
SHTRtEAL S 0 7un 7 ===—, (Florfenicol, FF)

FEEZ
o OH
H3C_§
o)

F3 0 CroH14CILFNO4S
5y . 358.21
ft % 4 - 2,2-Dichloro-N-[(1R,2S)-3-fluoro-1-hydroxy-1-{4-(methylsulfonyl)phenyl}propan-2-
yl]ethanamide
CAS #F75 .  73231-34-2
SBL . AR
s ® : 153-154°C
Bha (GEHEfE) P 617.5+55.0°C (760 Torr)
1-F 7 % 7 — VK5 ESRE (log Pow, #1H5ME) ® @ 1.175+0.597 (25°C)
fBfeE %k (pKa, #H&{E) P @ 10.73+0.46 (Most acidic, 25 °C)
-1.79 £0.70 (Most basic, 25 °C)
AREE GHEE) Y @ 4.16Xx10" Torr (25 °C)

2 SciFinder ("Drugs - Synonyms and Properties” data were obtained from Ashgate Publishing Co. (US)
CAPLUS)
b SciFinder (Calculated using Advanced Chemistry Development (ACD/Labs) Software V11.02)

ISHTRtEAL S . £/ wmn7ua/)7==2—,> (Monochloroflorfenicol, FFCI)

HE

o OH

H3C_§
o : ;_\
HN  F

Z:o
Cl
{b544 . 2-Chloro-N-[(1R,2S)-3-fluoro-1-hydroxy-1-{4-(methylsulfonyl)phenyl }propan-2-yl]ethanamide
52 0 CioHisCIFNQ4S
sy 5. 32376
B AEBR



St ib a0 FxV I U7 a7 = ==—)L (Florfenicol oxamic acid, FFCOOH)
RS

{b%4 © 2-([(1R,2S)-3-fluoro-1-hydroxy-1-{4-(methylsulfonyl)phenyl}propan-2-yl]Jamino)-2-oxoacetic
acid

7373 0 CioH14FNOgS

& 319.30

S AEBR

ISHTRIEAEAY) . 7uan7x=2—7 3> (Florfenicol amine, FFNH,)
S

7773 0 CioH14FNO3S

GyFE: 247.28

b4 (1R,2S)-2-Amino-3-fluoro-1-{4-(methylsulfonyl)phenyl}propan-1-ol
CAS #75 : 76639-93-5

S BEBRR
Whs (BHEfE) @ . 488.7 +£45.0°C (760 Torr)
1-4 27 % 7 — KGR E (log Pow. AIHME) @ @ -0.398 +£0.417 (25°C)

fiREfE e (pKa, #H5ME) @ : 10.90 +£0.45 (Most acidic, 25 °C)
7.59 +0.29 (Most basic, 25 °C)
FREE GHEE) @ : 2.31X10° Torr (25°C)

2 SciFinder (Calculated using Advanced Chemistry Development (ACD/Labs) Software \V11.02)



OFTRGALEY) : 7 a7 =2 —1 7 L=—/L (Florfenicol alcohol, FFOH)
M

OH
b4 N-[(1R,2S)-3-Fluoro-1-hydroxy-1-{4-(methylsulfonyl)phenyl}propan-2-yl]-2-
hydroxyethanamide
77 F3 0 Ci2H1sFNOsS
syf-& : 305.32
SMBL . BEBRER

4. USDA D5yHiE Y
(1) ARSI 1B OB
I Rk 2g
1 6 mol/L &% 8 mL #/z., 95~100°CC 2 ¢ (LL_k) finzk
R = F L v
| s, BT 20mL ZMZ TR E 9
L mLArEE (43 2000~2500 [Ald5, 5 43 [H)
| i FLEERETD
1 30%KEE(LF B U T AAEIR 8 mL A A, pH 125 DL EICFRE
Bty A Yo T2~ /57 ¢ — [ChemElut (20 mL fF57) 7 |
| HfE, 15~60 4y fHE
| BT E1ZY 7 aa A& 60 mL CIEH
| AR
| EEWMETE R=RFUAN0mmol/L U g KES Y U LK (pH4.0)  (1:99) 2mL 2
figg (BUBF1 g #H%4/mL)
HPLC-UV iflliE GER) . LC-MS/MS MIE (HeR) |

Wl

A — 2 1. USDA ORERIIK BT 1 D2

(2) WESRME

O EE

£ E AR = ft

LC A7 GO0E Waters
A=y H—:715 (WISP)

UV i 25 Spectroflow 783 UV detector Kratos fil

LC et




Zorbax Rx-C8 (N 4.6 mm, & & 250 mm kZ 7-#8 5 um: Agilent technologies

VIRV 1)
A AN Nova-Pak C8 cartridge (Waters %)
b2 UL TERBLS 1 mL/min
AR 80~100 pL
AlR:1%7 2 h=FULKT001% MY =F L7 I & 10mmol/L U
BEnH VR TOKFES Y T LR (pH 4.0)

Bik: 7k hr=HrU)L

K] (53) | AR (%) | Bi#R (%)
0 100 0
10 100 0
NN 20 20 80
VAV S
At 25 20 80
35 100 0
50 100 0
UV Bz 220 (nm)
© R
W TN = ft
LC FLAE L Waters
MS Quattro Micro API Waters
LC &t
55 Zorbax Rx-C8 (N 2.1 mm, & & 150 mm #71-#% 5 um: Agilent technologies
%)
e Kh 5 Zorbax XPB—CN (WFE 21 mm, X 125 mm, K748 5 um : Agilent
technologies )
eSO ENIRES 0.3 mL/min
EAE 50 uL
A% : 10 mmol/L FEf2 T v =7 LIAHK
FEHE)H o
Big: A4/ —/
K] (00) | AR (%) | BiR (%)
0.0 100 0
1.0 100 0
6.0 80 20
VAV S 11.0 80 20
21.0 0 100
23.0 0 100
28.0 100 0
325 100 0
MS S:4:
A A AEET—F APCI (+)
arJEE (pA) |2




a—EE (V) 25
Y —2ARE (C) 130
7'r—7RE (°C) | 500
a—> A (L/h) | 100
JiysmE s 2 (L) | 300

WEE—F

BRESE=2Y 7 (SRM)

T=H—AF
(m/z)

248—230, 248—197, 248—151, 248—130

PRIFFHEH]

8.7 min




(BRG]

1. @k

FOfN (A=A N7 U T7EE) | AofEN (EE) | Folf (EE) KOO 72E (EHE) X,
A B —Fy NTHEA LT, BBt OFRGEE DL T ICEE# Lz,

(1) 4OfA . AlREZRR Y BB ZBrE . A 7 I v 2 AV THIEI% —{k L7z,

(2) ZFOfEN; :  FIREZRIRV A ERE . T4 7 I vE AW THEIE—{b L7,

(3) FDig : T4 7 INEHNTHEIY—{b L=,

(4) 272F . BHERE, A, BRXOREZELAREEZ T A 7 I 02Tl —k L7,

2. I - HK

(1) FEHES

FFAEAESD - A2 98.9% (B 7 A /L AFDEAIREE)
FRCIFEHES, « M 99.5% (BERSthA v —~v h L0 fik5g)
FFCOOH =¥ f, « iR 99.9% (BRI T 3E5)

FENH B %E S - #lEE 99.5% (Sigma-Aldrich $)

FFOH FEYE N, @ Ml 99.9% (Ml T 264)

(2) A

TN, HHRTTFIL, ~FY o FEREEGRER T (B k)

REK, TR =1V, A% /—)L: LC-MS il (BEH/L#H)

A GRERSERELA) © EEMEARKEREE CER L0

Wele - Bk (817 A v SRS

TUE=TAK B TR T AR 28.0~30.0% (BEE LA

LT MY oA FRERERERA (B4 7 A L AREMEE)

FER T E=v A Fpfk (8 7 A LV ARDEHISEER)

6 mol/L 3% : N EHTH (8 L7 A /L AFEHISER)

7.5 mol/L /KE&Ab T b U w7 AR : 30 wWv% (7.5 mol/L) /KER{LT b U w7 AR (E+7 A LA
TR Rd)

T4 Y T+t T4 No545 (&E L7 A /v AFGisEsl)

LA A Y7+ =452 ChemElut (5mL %+, Agilent technologies )

A UK VR IERI = LR P -N-E = e Y RUHESKI =5 5 A Oasis MCX (150
mg/6 mL, Waters i)

T AMHEARE : GA-10 (7 R T w7 )

Ak Ml — A ARK, No.5B (fi L HLERTHRL)

SrfiER%s © DIigiTUBEs (100mL, KU 7'm ¥ L) (SCP Science )

wOE i 0E (100mL, AU e Lry) (AGCT 7 /7o Al

(3) ik
O FEERK

FF. FFCl, FFCOOH, FFNHz X% U FFOH fEYEK « AARYES 10mg ZF5FE L, A %/ —/LiC
FME L C 1 mg/mL OIRFE DR Z TR LT,
©  WINIREREEE (=R )
FF. FFCI, FFCOOH, FFNHz &% U* FFOH DO AEAER R 2 A # 7 — /L CAFR L, FFNH2 & LT 0.2
pg/mL (FF0.290 pg/mL ; FFCI0.262 pg/mL ; FFCOOH 0.258 pg/mL ; FFNH20.2 ug/mL ; FFOH
0.247 pg/mL) DR E DOVER & i LTz,



@ WnAEERE GEUEERREL)

a. FOMHAKLTHFOER (GEUE(HE 0.3 ppm)

FF. FFCI, FFCOOH. FFNH; } U} FFOH DOAARHEFE 2 A 2 / — /L THAIR L, FFNH2 & LT 6
pg/mL (FF8.69 ug/mL ; FFCI7.86 ug/mL ; FFCOOH 7.75ug/mL ; FFNH.6 ug/mL ; FFOH 7.41
pg/mL) DOIREDOVEKZFHE LT,

b. O (GEHEE 4 ppm)

FF. FFCI, FFCOOH, FFNH; }¢ U FFOH DAEHERE 2 A % / — /L THAI L, FFNH2 & LT 80
pg/mL (FF 116 ug/mL ; FFCI 105 pug/mL ; FFCOOH 103 pg/mL ; FFNH,80 ug/mL ; FFOH 98.8
pg/mL) DOIREDOEK AT E LT,

c. 27¢F (FLYE(H 8 ppm)

FF. FFCI, FFCOOH, FFNH, & U8 FFOH ORI &2 £ %/ — /L TAR L, FFNH, & L T 160
pg/mL (FF 232 ug/mL ; FFCI 209 pg/mL ; FFCOOH 207 pg/mL ; FFNH 160 pg/mL ; FFOH
198 pg/mL) DR EDVHR 2 B L 7=,

723, FFNH; DIREN O AL B DOIRE~OWE L, U T OMERE (FHbahon &%

FENH, 003 7R CER L1 % VT~ 72

3.

4.

ba | #AEREK
FF 1.449
FFCI 1.309
FFCOOH | 1.291
FFOH 1.235

HeEH
F A 7 )L Grindomix GM200 (Verder Scientific f)
EOTEER 0 T — TV Ny i 4000 (ARG EEEY)
t— 7wy EESRRTALEEL S 25 2\ DigiPREP Jr (SCP Science #Y)
ARREORS AL - S 7R KRS AL NZJ-2DSYW (i SRR )
n—% Y —T /K L—#&—: N-1000/NVC-2100/DPE-1300/CCA-1111/SB-1000 (H it ¥ b gk Hl)
LC-MS/MS

*OE LY &t
LC Acquity UPLC I-Class Waters
MS Triple Quad 5500 Sciex
HE e
LC &t
25 Inertsil ODS-4 (N2 2.1mm, £ & 150mm, K. F£3um : ¥ —x )b
A = 2
B AH L i 0.2 mL/min
EAR 5ulL
BT LEE 40C




I A {Lﬁ 0.1 volcyjﬁ’ﬁ@&
Bit: 7 h=hrU L
VAV AV 2
KefE] (43) | AR (%) | BIR (%)
0.0 99 1
7oy MEEL 6.0 99 1
(FFNH, @ % % I & 7.0 5 95
T 555) 12.0 5 95
12.1 99 1
22.0 99 1
Refl (90) | AR (%) | B (%)
7§VIV F?&#Z 0.0 99 1
(FF, FFCI, 6.0 29 1
FFCOOH, FFNH X 12.0 5 95
NFFOH ##liET % 17.0 5 95
o 17.1 99 1
27.0 99 1
. 11.4 mi_n (FF) . 10.9 min (FFCI) . 9.8 min (FFCOOH) . 5.1 min (FFNH>) .
10.1 min (FFOH)
MS &4
MEE—F SRM
A FAbE—FK FFNH, ESI (+) ; FFNH.L4+ ESI (—)
A+ A7 L —EJE | FFNH, 5500V ; FFNH, L4+ -4500 V
b— X —iR 400°C
T b T REN 10V
H—=T A N2, 30 psi
2T TAYP—HA N2, 50 psi
B —RITA N2, 80 psi
aY Vg AR N2, 9 (LR HAL)
WEA A
FoIAE | aPar | alParki
A4 (mlz) VBN | m VX — | ATy NEN
(V) (eV) (V)
FF EfA A | 356.0—336.1 30 12 11
EMEA A4 | 356.0—185.0 30 26 13
FFCI ERA A4 | 322.0—185.1 75 20 17
EMEA A | 322.0—119.1 75 40 13
FFCOOH | &A1 4> | 318.0—185.1 30 26 21
EMEA A | 318.0—121.1 30 60 13
FFNH: | &1 4> | 248.0—230.0 31 19 12
EMEA A | 248.0—130.1 31 29 10
FFOH EA A | 304.0—284.1 100 12 23
EMEA A | 304.0—100.1 100 18 9

- 10 -




OB (/9o F &l TiT-o 7=,

5. T

FFNH2 B ¥E 50 A 0.1 vol %ERR/ A % 7 —/L (9:1) TR L. 0.625, 1.25, 1.875, 2.5, 3.125
JOR3.75 ng/mL OREZFABLTZ, OO S uL % LC-MS/IMS I[ZHEAL T, HFoitizt—
7 g & O CTRERR 2 1Bk U7, SBRIEIE Sul & LC-MSIMS 121 L, BREHRD & #oss i i
EICED FINH O & B2FEH L7 (BEROFIZX 6 1R L, ) |

6. FHNRELDFHHRY

VRN EE L FFNH, & L CORE TR LTz,

(1) EERSRE (FSINRE 0.01 mg/kg)

Rk 10.0 g 12, 0.2 pg/mL (FFNH, & LC) WINAAEAESHZ 0.5 mL 2 i L CIRE %, 30 /0
JiE U=,

(2) FEMEfERE

LD OFEONEN (U 0.3mg/kg) : 7tk 10.0g 12, 6pg/mL (FFNH, & LC) #shifA
FEAEVEIR 0.5 mL Z s L CIRA#. 30 o ElE L7,

O (BN 4 mg/kg) - 3B 10.0 g 12, 80 pg/mL (FFNHz & LC) WRIMAEEHERRNZ 0.5
mL Z N L CiRGT. 30 ZrRIBE L7,

IR E (FSINPEE 8mglkg) : ikl 10.0g (2, 160 pg/mL (FFNH, & L) ¥RAINAEHERRTE 0.5 mL
ZUINL CiRET%. 30 rfkE Lz,

7. REBRVEIR OFHHY
[ ]
FUBHZHERR % N 2 CFF R OV O % FENHI K 3 fifth . o~ CTHig L, 4L o1
v th T A TR (EEBREE ORI CIZANLK VBEEH Y E=L_Po-N-E =i n )
RUOHESERI =07 LA TEIER) L7z%. LC-MS/IMST/E &K OEE L7,

(1) KRGy

R 7ee L o Boxgs (DigiTUBEs, 100mL, SCP Sciencef) (Z#£10.0g% &V £ Y . 6 mol/L
W20 mLZ Il %, #e L CL100°C CIHFRIMAN L7z, (B0 A2 FE-0mICo MR EIR & 5 L
7o ) Tt KSR A (100 mLE) 128 L, MK ift: O %% % /K10 mL K O34
A0 mMLCIERPES L€, TRz mO0E ISR DET, Z ORIRESEIR & 5%, 4573,000[H]#5C5
I BE Lo, N U EEE T, KBIZT A Y U297 2 TRE LTctk, T AMHEAK
EHOWTRG| A LTz, OB R OARK EOREMZ T2 R Pk (1:1) 10 mLC2E¥E, Pk
WS Al LT, AREGDE, KEIMZ TIEMIZI00mLE L7z,

) ZHMETrA VYot hT s~ NTTT 4—

(1) THEOLIZERD B IEMEIZ25 mLz 7B L, 7.5 mol/LKEE{E7 b U 7 AEEHEL mL & Ok
TRV DALz, K<EE®%R. 24 Yo Eh T 5 G mUREFH) IEALTZ, 200
7 L &30 MkE LIzt BEfR—F130mL (9 H5mLT D CIRIFLRZHEVIAAT) ZIEA LT,
WHiRE D —2 ) —x /R L— % —% O C40CLL FCRIL mLE CRIERMER . ERKmIC LY
B A RRE Uiz, Z O % 0.1 vol%EEER A % 7 —/L (9 : 1) 1mLIZEfRE L= O %2 s BRisiK &
L7z, 7eds, FEYEMEIRE OUSMEIGERIZ 31T D IRINEEHT, 0.1 vol%HEs/ A % / —n (9: 1) %
AT, FOfA K ORE TIE30f%. 4O fFIi Tix4000%, 9 72 & TIX800EAIN L7 8 D& LC-
MS/MSIZH: L7z (W T Ao B & B ER100%F0 4 L 1E2.5 ng/mL) . £7-. BNENGRERIZIS T

- 11 -



D77 27BN, W E A X — /LI mUIZEEARE U Te RYEEIREE O PRINEIGRER Tk, A %/
—/VERWT, FOFRRONENCIE30f%, SO TIZ4006%, 5 78 & TIXB0OMEMAM LT, )

(3) ANKRUBEEMH = A_RPo-N-Eoren ) RUREAAI =B T A0 L5800
Bl (R RIAIRE ORRE O A FEHE)

AR VBRI =R B -N-E = e U RUOHEEAIRI =5 T A [OasisMCX (150
mg) ] ([ZA X —n2mLEO0.1vol%EERE/ A % /—n (1:1) 3mLENEREA L, KiHiRITE
Tleo () THEOLNIZEEYZ0.1Vol%EEE/ A % 7 —v (1:1) 1mLIZIE) LT ALK RS
filfivE=A_B-N-E=rtnl ROLEARI =07 ATFEALTHE,. 0.1vol%HEEE/ A & 7
—/L (1:1) 3MLEDAZ 7 —A2mLEERIEA L, KK EZE e, 7 UE=TKIA X ) —
b (1:99) 5mLEVEAL, EHREa—4% Y —= K L—& —% IV T40CLL R TR0.5 mLE T
WERAER, =%/ — /L &K2 mUINZ T, FEERIL mLE CRUEHEM L, ERKIC L0 mEE bR
£ LTz, ZOEEMZ0.LIVOlI%EEE A % 7 —/L (9:1) [ZIEN L CTEMRICImMLE Lz b O & ilBRiE
e Uiz, 7B, WNEGRERICEIT D7 7 v 7alkbiT, M E A % /) —/VIZEEN L CIEMEICL
mL& L7=,

8. 77 R RBRIRIR DO

7T @B E [T, RMBEIE O] (it TRE L72mR (A% 7 —VEIK) % 0.1 mL £
D, BHEKTICKLVEHARRE L, U2 0.1vol%EEE/ A % 7 — (9:1) 0.1mL Zh1Z TH
L= bDE 7T 7RIk E Lz,

9. ¥ U v ATRNMEAELRIK O 7 L

77 7B E 7. RBRIAEOFR] 12> TR U724 0.1 mL /Y . EEKRICLD
WA RE Lz, ZHUS, 0.1 vol%EERE A % 7 —/b (9 : 1) THM L 7=ahnaliiEiic i1 5 E
IV 2R 100%FH 24 12 FE O FFNH IS IS R 2 0.1 mL Nz TRR L= b D&~ R U v 7 AUSHIEE #E
Wik & Uiz,

12 -



[T B —F s — 1]

i

T I
k100 ¢
ik 53 i
| 6 mol/L i 20 mL A%, 100°C T 3 FEfHIINEL
A
| s, EmEOEICET
L K10mL ZOMAFH 40 mL 2 W THEa 2TV, mLEICEDED
| S5fERE 5, EOABE (FE43 3000 [ElHA, 5 47fH)
| ~FYUBEETS
TEAY
| KBIZETA k29 &Mz TRAE®R., W3l A
| BOLEKROAR EOEREMZT 2 K (1:1) 10mL T2 [BIFEV, Pk 25| At
| AKT100mLicER (D)
B4 Vot T80~ 2757 4 — [ChemElut (5 mL {5/ 7 |
D% 25mL (0.25g fH24) £5
7.5 mol/L /K&t R U 7 ¥R 1 mL KOG kT R Y A 1g 2R 5
Afnf, 30 4y MhkiE
HElig =5 /L 30 mL TIAH
I % bR

«—

/
3¢
<3
5

— — — —

ENIIGEE
| 0.1vol%WEElEI A % /— (1:1) 1mLICEEMR (@)
[Oasis MCX [150 mg] #&#]

| A% —=n2mL K01 vol%EEiE/ A % /—/ (1:1) 3mLCars4va=vy
| ©Ox#Afr

1 0.1 vol%HlE/ A % /—n (1:1) 3mL THeE

| AF =L 2mL T

| TUE=TKIAZ =) (1:99) 5mL TIAEH

| WEAERRE

| WA 0.1 Vol%WEEE/ A %/ —v (9 :1) 1mL (2 GREF0.25 g #H24/mL) *
lLC-MS/MS il

A— L 2. ST U7 RIS BT 1R OB
* LML IE O YINEIGABR Tl F ORI R ORI 30 fi5, RO IFIRIE 400 5. 5 72 ¥ 1% 800 {5 A L Tl

—_

E

- 13 -



[%ﬁ%&(ﬁ%%g]

- JE SR O
(1) FFNH, OHIE S
OMSZ:MH:

FENH AR ZESI (+) KOESI (=) E— R TAX ¥ L JEEIT-oT2 & 2 A, ESI (+) E
—RZBWT, I0EEEICHENARETH 7272, ESI (+) E—RFTHEEITH>Z & &L
M aEX2IZR LTz, FFNH 71 K
NGy (m/z248.0, [M+H]") < Bl & iz, KA A 2TV h—P—A A L L TT
BT NAFT AR L Tolo A, a7 AL L Timlz 230.0 2 TN30.103 8L S 7=

(X3) , %32 LCSA: THIE 21TV ). SINDIE 2> 7-mfz 248.0—230.0% & & . m/z 248.0—130.1

7=, ESI (+) E— FRTOAX ¥ S HIEIC

HEMHAA LT DL L LT

248.0
1095 2301

6.00e4-

Intensity, cps

| | Ll b Ll ‘h‘ ! ‘u ‘\‘H‘Hm‘
20 260

mz, Da

2 FFNH,»D~ A A7 k)L

2%y #iPE - m/z 80~280. HIESA:

3.00e4- 1301

20084 1
1.0084-
2101 2481
0 1081 ‘ i B0 \

(b)

BIFAAANRT |

ESI (+) .

T IAXY U TENMN 31V

Intensity, cps

mz, Da

60 80 100 120 140 160 180 200 20 240 260 280 300

84e4
8.0e4-

7.0e4-

g

3

:

3

¥

B

0.0

740\‘

1041

dak

[~ 1691 J,J.SZ. .1

8

1C0

120

L
140 160 180 200 20 240 260 280 300
mz Ba

K3 FFNH, O 7a X7 A F 2 AXRT [b

TV —Y— A A mlz248.0, A ¥ #iPH : m/z 50~300.,
T TAXY TENMILIV, 2 Ta o RxF¥— (a) 19eV,

- 14 -

HIE S - ESI (+) .

(b) 29 eV



@LCEAM:
a. BENEE OV S 7 A

BEMOFIAELE LTAZY ) — VRO T b= MU L EEEELTZE Z A, RBREDOE—7 58
FERS LT, IINAIE UCHERR, X, HHET VTV AR OT V=T KEeAWGE L.
WA Z N2 72 WGE 2 Lo, EORER, WA ZINZ 720560 b B — 7 58D m < |
WTNORMAIZ WA S, IINFIZ I 2 0VIGAE &l U TREN 12 LT E/eoTz, &
2Ty WINANZ N Z 720G TOMRE Z /et LT, FEHER R Z ODS 7 7 A (InertSustain C18, ¥
—T YA T RE) TKITE =M AEREFKIAY )=V ERNCHELZE Z A, Bif7e
v—7 Mk, BB LOREROERENE OGN (K4 @) ) . LrLens, Zra4 Y
VAT LEOI= AT L EBELIEY, RBREEFPICY N v I ARFIET D L E— 7 IR E
<720 (X4 (b) ) . HEENHFLNRDST,

(a) (b)
500000 1 500000 1
400000 - 400000 -
300000 - 300000 -
200000 A1 200000 A1
100000 - \‘ 100000 4 4/]\\
0 T T T 1 0 T T T 1
2 3 4 5 6 2 3 4 5 6

Time (min) Time (min)

4 FFNH,» 7 v~ 77 2 (Acquity UPLC/TQD (Waters ) )
(a) FFNH fE#EWE (0.05pug/mL) . (o) Z4MEr A VYot h T sra~ N7 77 40—,
FFNH. Z#n U72%#%  (FFNH2 0.05 pg/mL) *

“BE YR 0 1.2 mol/L il (6 mol/L Mg 20 mL % F N THIAKAMiES . SO A 100 mL 28R Lz 8ia Oz
M%) 2.5mL iz, 7.5mol/L KEET b U v ARIEE ImL Nz, IBA Lz, ZhEaLftra Y vth o MZAT
L. 3045k, HiBs—F /L 40mL CIAH L7z, FFNH AZEHEATR (1 ug/mL) 50 ul 2Nz, W% RES, A
2 )= 1 mLIZEEME L= S D% LC-MSIMS THllliE L7,

SSHEH T A : InertSustain C18

BIESRME . AW K, B A%/ —b

IS MR 04 (AB=95:5) —104> (AB=5:95) —10.14y (A:B=95:5)

Wi : 0.2 ml/min

AR 3 UL

2T, WIRIE N Z T2 COREZRFT L, Bilg, XHBEOEET v E=0 L% ik L
TeE A, iR TROLEWE —ZBENRS LN, FHEORNEEIZOWTHRHMNLEEZ A, &
RED TN — 27 TR 7223 (0.01vol% TO E'— 7 [fHIZx 9% 0.1vol% T &' — 7 i
i 07) . ~ FU w7 AFETIZBWTHE—ZBIRO B, 0.1vol %l WD Z & L
770

BEhfH & LT 0.1 vol %R/ A % 7 — /v F721% 0.1 vol%EERE/ 7 & b= K U L& T,
InertSustain C18, Inertsil ODS-4 (¥ —=x L4 = 2 #) | Xbridge C18 (Waters ) | Capcell Pak
MG2 (B4R TOE— 7 RS 2 Lhik L7-, 2 OFER. InertSustain C18 & U Inertsil ODS-
4 TRIF2E— 7RIS 507 (X5) , InertSustain C18 % OF Inertsil ODS-4 ™ &"— 7 5 [ [F]
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FREECoH o 72723, Inertsil ODS-4 O J5 i3 F TIRFF D358 - 7=, BENVHIX 0.1 vol % EEfR/ A % / —/L &
DH. 0.1Vol%HEEREI 72 b= N UV E AW ERRIFRE— 7 R 03 &S 5z,

PLEDOFERNS, o8l Z A & LT inertsil ODS-4, BEhFH & LT 0.1vol%lEEE/ 7+ b=k U L
ERHWTHEZITO 2 &L L, BB, AFEETIE, v~ N v 7 AFETIZBNTH E— 27 IR
OEAEORMBEITRD IR o 7z,

160000 - 160000 -
(a) (b)
140000 - 140000
120000 A 120000 A
100000 A 100000 -
80000 80000 -+
60000 -+ 60000 -~
40000 - 40000 A
20000 -+ 20000 -
0 T T T T 1 0
0 2 4 6 8 10 0 2 4 6 8 10
Time (min) Time (min)
200000 4 45000 -
(c) (d)
180000 4 40000 A
160000 - 35000 A

140000 4
120000 A
100000 4
80000 A
60000 4 15000 A

40000 A 10000
20000 5000 -
0 . . . . . 0 7 : /N

0 2 4 6 8 10 0 2 4 6 8 10

Time (min) Time (min)

30000 A
25000 A
20000 A

X5 FFNH ZEHEEHE (0.1 pg/mL) © 7 v~ ~27' 7 A (Acquity UPLC/TQD (Waters ) THlE)
M HZ & 0 (a) InertSustain C18,  (b) Inertsil ODS-4, (c) Xbridge C18. (d) Capcell Pak MG2

WIS . TEBRFED 4. WESM] 2R

AW« 0.1 vol %R/ A 2/ —/v (9: 1)

b. HEATEME GRUBRTA K OB IE)

0.1vol%EefE/7 & =K U/ (9:1) Tl L-FFNHARHERW IR 2. [ B AL 4.
WESRMEI IR LUEMESMATHE (FEARESUL) Lzt 2 A, BE—2EhnnAbnT, 0.1
Vol% MEREI7 & h=F UL (19:1) CTEHEERKZMELZEGEE., E— 27 HNIERED
bhiholcboD, HTIV—FT 47 Lz, £, FOHA. FOREN. 4 O
LOS7E&EHWT, ERGED [7. HBREKROFHR] 2o CTHBLEZEZ A, A
VAR VBEEH Y E = A R B -N-E A r ) RUVREAKI =D 7 AR EZEO
FEREWIZ0.1vol % EEfE /7 = h UL (19:1) IS L2 »>7-, — 7. 0.1vol%HE
fix % /) —n (9:1) THBHRE—ZJBEBRIGOLN, BEVWOEMRIES RIFTH -
oo TNHDORERNS . EABEBICIZ0. 1 VOI%EERR/I A Z / —b (9:1) WD Z &
L7, MEHROB ZK6IZR LT,
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1000000
900000 -
800000 - y = 236258x + 2792.6
700000 H R2 = 0.9983
600000 H
500000 -
400000 -+
300000 -
200000 H
100000 -

o+ 7T
0.0 1.0 2.0 3.0 4.0

Conc. (ng/mL)

Area

X 6 FFNH, DRE#EOF] (0.625~3.75 ng/mL)

@es =%

ERERBRORFEREZ L TITR LT,
0.01 mgkg [ BREGEL (mL) /HBRIAGTHORERE 025 (g) ]
x [Tt b A O E BRI Y & 0.0125 (ng) /7EAES (L) 1 ]

(2) FF., FFCI, FFCOOH & O FFOH Dl &4

FF ORI FF L OV OREW 2 K33 5 2 & T G5 FENH ISk L TREE S v T
Bicsh, FEYEEH]E D BH)TIX FF, FFCl, FFCOOH } O) FFOH ZAIE+ A 43 X7y, L L,
TR S R B DHEA TR I A WEZR 3 5 7= 0121%, FF, FFCl, FFCOOH K U FFOH I[ZoW T b illE L
T HMBWEE X FF, FFCl, FFCOOH } O FFOH 22\ C b |IESME 2 M LT,

O MSEAFEOIRES

a. FF

FF OREHEREZ ESI (+) KLOESI (=) = R TAX v U IEEIT 72, TOFEE, ESI (—)
T— FIZBWT, L0 EEICHIENATRETH 72720, ESI (—) E— FTHIEZITH> 2L &L
7o ESI (=) E—FRTOAFX ¥ AEICBITH~YAANY MER T IZRLIZ, FFOL7 2 k
v f (mfz356.0, [M - H]) KO DHFERAFNARA A (m/2358.0) H350 < BLHI <72, miz
3560 7YV W—Y—AF L TTaFs MMAV AR Y U BT A, miz 336.1 KT
185.0 @Bl s e (K18) o EBRHFED T4, WESME] \r L 177 V=0 REH2) THI
TEZAT S T2k R. SIN A3 Eh - 72 miz 356.0—336.1 Z & &, m/z 356.0—185.0 & EMHA 4 &
T5H2 LT,

- 17 -



356.0

Intensity, cps
Now s g o
g 8 8 % §

R

0 J‘ ‘H\h Mzl ek “\L [T
60 8 100 120 140 160 180

o

I
20‘02202402932833‘30320340300383‘4(20

K7 FED~ A AT L
A ¥ U#EPH - miz 50~400, WESMH ESI (=) . T T AKX Y o TENM 30V

] T
6904 6.1 7008 1850
6504 6500
6.0e4- 600
5504 361 S5
5084 5004
0 w }
g— 4.5e4: 3 4504
> 404 > 404
© 3504 © 3504
i3 i3
E 304 £ 30e4
25e4 2504
20e4: 2,084
1504 1504 uot
10e4 2191 10e4 790 1520 1830
50000 50000 '
om0 | o] o migy s
o 00 i (I
60 8 100 120 140 160 180 200 220 240 260 280 300 30 340 30 € 8 100 120 140 160 180 200 220 240 260 280 300 30 340 3K
mz, Da mz Da

X8 FFOT Xy hA AL AR FL
FY H—H—A A2 : mlz356.0, AX ¥ #iPH : m/z50~360, HESM:  ESI (&) |
FUGARY TEMIOV, 2 gk AX— (a) 12eV. (b) 26eV

b. FFCI

FFCI OFEHEH % ESI (+) ROVESI (=) £ — R CTAX ¥ lEETT - T2, T OFER, ESI (—)
T— NIZBWT, LV EEEICHENTRETH 7272, ESI (—) E— FTHlIEZITH> Z L& L
72o ESI (=) F— RTORF ¥ VAEICBIT D5~ A AT &K 9IZR LT, FFCI Ofii~7 1 |k
Vo1 (Mz322.0, [M - H]) KOVEDOHEFRF T FNARA A2 (mz324.0) 2358 < Bl S7-, miz
320 7V —Y—AF L TTaF s MALVAX Y U BT T A, miz 1851 KT}
119.1 @B &N (K 10) . EBRFED [4. WESRM) (Rl (7700 &2 ©
BEZITH>T-4ER. SIN 23E - 7= miz 322.0—185.1 ZE &M, miz 322.0—119.1 Z#EMEHA 4>
ETHrZEb LT,
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322.0
1365

1265
11e5
1.0e5
9.0e4:
8.0e4:
7.0e4
6.0e4-

Intensity, cps

5.0e4:

255.3

4.0e4- 165.1 223.123&1

3084 2833
2004

1.0e4

00 \‘\ i o ‘\ i \“ ,‘; I P | h HE \‘\ “‘m !
60 8 100 120 140 160 180 200 220 240 260 280 300 320 340
mz, ba

X9 FECID~AANRY [
A%y UEPH 0 m/z 100~360, HIESH: ESI (=) . T T RAHX Y U TEN T5V

] | ]
1851 1191
2208 Ldes
1304
2084 790
1264
184 11e4
, leet , 10st
a 2
S Laea Soomo
2 280000
o 1 2 7000
S Losa s 1851
2 = 60000
80000 5000 1601
60000 2000
271 W00
40000 181 610 1211
1181 a1 20000 51, 101
omo 201 B a1 i 10000 181 172 181
70920 us2 1600 P21 | 7y 1061 | g™ | (Pen
o ‘ \ o o A :
© 8 10 10 10 130 13B0 20 20 20 20 20 0 30 30 © 8 10 10 10 130 130 20 20 20 20 20 330 320 30
mz, Da miz, Da

10 FFCIOT Xy hA F 2 AT kL
TV H—H—A A mlz322.0, AF ¥ #PM : m/z50~340, PESM:  ESI (—) |
FUIGARY L TEMIBV, 2 Vg x X — (a) 20eV. (b) 40eV

¢. FFCOOH
FFCOOH DFE#E AWk # ESI (+) KMOVESI (—) E— R TRAX ¥ L HEEIT-T-, EOFEHE. ESI
(=) B— RIZBWT, LV EEEICHENARECH 7272, ESI (=) T— RFTHEZEITH Z
L L7, ESlI (=) = RTORXY HEIZBITH~VAARY MLEX 111277 LTz, FFCOOH
D7 m h43F (mliz318.0, [M-H]) < BllShic, RAF 2TV ——AF &L
TIFaX I MMI AT Y U EITo72EZ A, miz185.1 RN 1211 EnEisns (K12) . &£
BrI7iED T4, PESRM] R Lz 17702y W& 2) TREZIT-T2RER. SIN BED -7
m/z 318.0—185.1 Z . m/z318.0—121.1 #EMHA A e+5Z L & LT,
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318.0

Intensity, cps
E ¥ E E § E

3

3

‘m\ ol TR 0
240 260 280 300 320 340

=3

Lm”mhm\w \‘u\ I
140 160 180 200 220
miz, Da

_Cbmhuum L \‘m‘ n \\hh‘nm . L ‘u L
100 120

|11 FFCOOH®~ A A7 kL
A%y UEPH 0 m/z 100~350, HIESH: ESI (—) . T T RAHX Y U TENMN 30V

] T
4204 1851 260t 1211
4,084 24e4
3504 224
2.0et 790
,, 304 \ Loet
a a
o
- 2504 © 1604
2 2
% 5 4 a0
c
< 2004 o 124
= p=t 1051
1504 Bl 191
80000 1690
10e4 60000
1841 40000
50000 790 191 1690,
20000{ |01
.1 1
o | 14 ! ‘ | Z71 a0 uifp [00) T 170
T 60 8 100 120 140 160 180 200 20 240 260 280 300 30 340 T 60 8 100 120 140 160 18 200 220 240 260 280 300 30 340
mz, Da m'z, Da

12 FFCOOH 7 ua X7 b A AL AT hL
Y H—H—A A2 mlz318.0. AXx ¥ L#iPH : m/z50~340, WESM:  ESI (—) |
FU AR TEMIOV, 2 ParmxX— (a) 26eV. (b) 60eV

d. FFOH

FFOH DR % ESI (+) KOVESI (—) E— FTAX ¥ VHEEZITo 7o, Z DRGSR, ESI

(=) T— NIZBWT, I EEEICHENTRETH o727, ESI (—) E— RTHEEITH Z
L L7, ESI (&) E=RTOAF ¥ AAIEICBITAH~YAART MV A 13 1ZR LT, FFOH @
ii7"v kg (m/z304.0, [M-H]) P<@llsni, KA 4527V h—Ph—A A2 & LT
TRy A F AR U EFToTmE T A miz 2841 KON 100.0 B S s (K 14) , FEBR
FED T4 PESHE) IR L [ 77>y M2 TRIEZIT SIS, SIN A Eh o7z miz
304.0—284.1 2 E&H. m/z304.0—100.1 ZEMHA A THZ L LT,
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A

255.3

I
%0

304.0

284.1

340.1

60 8 100 120 140 160 180 200 220 240

m'z, Da

X13 FFOH®O~ A AT k)L

(a)

A X%y P m/z 50~350, WIESME CESI (—) . T T AXZ Y 7 EN 100V

(b)

Intensity, cps

T
8404 211 7704 1001
8004
7,004
7.0e4-
6004
6.004-
”
2 5004
S
5004 8
m1 =
) » 4004
4
4,004 s
= 3004
3064 2842
2004 1001 2.0e4 271
10e4- 211 10e4 11
71
70 1851 I o S 042
! i | [, 1 TR !
% TH w0 2 w0 %0 B 20 20 Zo 20 o o D 30 6 & 100 120 140 160 180 200 220 240 260 280 300 30 34Q
m'z, Da mz, Da

X14 FFOHDO 7 XU hA F v AT hL
T =Y —A A : mlz304.0, AF v HFPH : m/iz 50~340. MIESM:  ESI (—) |
T TARY ENMIOOV, 2 Vg kX — (a) 12eV.

@

FF. FFCl. FFCOOHK ('FFOH#% EB ik D [A4.

LC &Mt

(b) 18eV

M2 THIEZTo /MR, WINbRERE -2 BRAGELAZ (¥15)

(a)

200000 -

150000

100000

50000 -+

0

15 FF, FFCI, FFCOOH K& T FFOH DFEHERSHE (FFNH2 & L C 0.0l pg/mL) © 7 v~ K77 A

(a)

\

_ L

8 10 12
Time (min)

FF, (b) FFCI,

(b)

500000 -

400000 -

300000 -

200000 -

100000

0 4

8

10
Time (min)

(c) FFCOOH,

12

(c)

200000 -
150000
100000 -

50000 -+

L

0

8 10 12
Time (min)

(d) FFOH

=21 -

(d)

150000 -
100000 -

50000 +

| —

0

8 10 12
Time (min)

ERME] TRl 177 0T




3. BRI OFREITEDORRES

(1) hnAk s fig

O  FEHES DMK 53R

USDA ® 575 Y ¢id, #UEHT 6 mol/L ¥k % /i 2. C 95~100°C T 2 K] (BL L) Jnghv L, ke
fEa LTWD FF KOV ORI & ERET 2 & & HIZ FRNH ICE# T 5 HFika AL TnW5, £
Z T, USDA OJ7¥E Y (L L, FF, FFCI, FFCOOH J} O} FFOH HE#E 512 6 mol/L g% % .
FEFE L C 100°CC 0.25~5 FEENEL L, FFNH, D[N Z R 7= (X 16) . ZOFEE., WIhofb
AW B EOG 1R T 93~97% D BAF 2 [EINE NG b, o, WThofbawd 1R B
BT EIN R B Lo T,

120 +
100 4 o _n N _
g —— 4
<= 80 A
S
- ——FF
S 60 -
S ——FFCl
& 40 | —+—FFCOOH
0~ FFOH
20 ~
0 T T T T 1
0 1 2 3 4 5

Time (h)
X 16 £ BOSEERIC BT 5 FFNH, O [EIY R

BESE . BALAWOEREREK (FFNH2 & LT lpyg/mL) % 100l Y . B2 BRELE, 22, 6mol/L #
fg20mL Z % T, 100°C THE (0.25. 05, 1. 3 KNS5 M) L7=1%. /KT100mL ICEAR L7, % 25mL
BV . 7.5mol/lL KER{LF BV o AR AmL RO LT N v A 1g 2Nz TRE®%. 2974 vy v th T Al
ALz, HiBE—F )L 30 mL CTiEH%, WEEABRE L. 0.1 vol%HErER/ A % / —/v (9: 1) IZIAf# L T LC-MS/MS
THIE LTz,

@ B

e (oMW, 40RE ., FOMFEL NS 72E) 10g #8:0 . 6mol/L #EEE 20 mL Z % T
F2 LT L100°CTME L 7=, ZDfER, BB OBEA 2 < 720 | BB~ BRADRIRIREIC /2 5 £ T,
972 ETIX L5 FFfH, AORENI K ORI Tl 2 FefH, 4O fiN Tld 2.5 K OMBARLETH > 72
(X 17) . WThoRMb, 3RHLLEMEAL THIZE A EEITR N7z,
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(a) (b)

BA17 A BOSRFRIC 36 1T 2 308k S iR I
(a) OWFfE], (b) 3HFFH
Wk ES FOBA, OB, SO, O 7RE

@ ~ MU > 7 AFIE T CONMKEIE

EDFFAIZFF, FFCl, FFCOOH& O'FFOHZFRIN L, 6 mol/Liifs % iz 7=, ##e L C100°C T
0.25~5KFENNZEL L, FENH D[RR Z ke 7= ([X]18) , & DOfER, UM COME & Ffkic, Wi
NG & ROS1RE ] TI5~100% D RAFR RN G bz, W obE ) b IRFELL N
L CHEMCEREM E Lot

O~@DFE R 5, 3k 10 g 12 6 mol/L g 20 mL /1% T 100°C T 3 BEfm#E+5 2L & L
Too 7eB. ARFITIE, AU I L URIESE (100mL %) 2 W TER L TIEV L7223, #0kH
DRI DG DOREI L o7z, £z, MEVL, EICEEOICHWONE— Ty s (B
fiRITALER S 2 7 2\ DigiPREP Jr, SCP Science ) ZfEH L7=23, Dot — ~ 7w v 7 KIR,
WEZEHND ZEbAREE B 2 DD,

120 -
100 A
= 80 -
S
- —o—FF
2 60 -
5 ——FFClI
O]
X 40 ——FFCOOH
——FFOH
20 H
0 T T T T 1
0 1 2 3 4 5

Time (h)

X 18 WK EESOS (CEORRA) 1281 2 &G T FENH, D[R] ER

w

BEHIE . FORAIC FF, FFCI, FFCOOH K UfFFOH Z M1 (FFNH2 & LT 03ppm) L, EBRHIED [7.
BUEEOME) (T, FNEIRER % 1T - 2.

(2) ARG k4% D TE AR O RS
#EF 109 12 6 mol/L il 20 mL Z ANz, 100C T 3B L 7= & 2 A, FOfaiZFrE . Ik
SRR DWIRIZIT, BEORIEOmW DD BRI S (191 X1 19-2) . ZOFEY
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IFT PR LA BE (4847 3000 [Bl85, 5 43[H]) TIEBRET HZ N TE oz, EER
TERM D EE EHEIZAT ) ToDIZIEARETRET ALERH L B 2, AiEFHIEIC OV THRES
L7,

FT, R EEEOSHT TRV SN D A (e — K A#L, No.5B) XM T A |k
DT AF Y PR #% OKEZ WG| Al GEREWZ2 /K 10 mL T 2 [Blded) Lic, ZORRE. il
HRFEFITELS . 2 R EEORE TR AR HFICZIaN KREIZHEAE L, AEBEENRETH -
77

WIZ, BT AHHEAR (GA-10, 7 KT w78 RO 74 & HAWTKE A %1772,
ZORER, A (e — R AR, No.5B) Z# HWoia & bl U CiitdliTifl - 7223, Bk
OAM DY 2K (10 mL T 2 [A]) THHFT 5 LK@ E L. SEEERRNETH -7,
AL, TR CEMAD EHERLOT WD, T ROK (1:1) (10mL T2[E) ZHWT
KRB OO DR T Lzl 25, KINORENMZ BT,

D DFRERNG , MUK AT Y Wi a Lctk, KElckeZ4 ~ 29) 2z, 77
AREHE A AN TS| Al (B2 OISR EOEEY A 7% ok (1:1) 10mL T 2 [E3EH)
L. BoNAKIZKEMZTI0OMLIZERT DI &L Lz, B, FOIREOFED N IT L
A EROREHZB W T, AE1T 5 LEIZRWA, AR TIEIETORMIC OV CTAREBRELLT
> 7z,

IR ETIL, W AMEERIZRAE LI-KIaniEit T, ARERICITERBRIEZITO Z &0
TERWEERD T, O XD RGEIEARE 30 REEFE LI-th. KEMXTERT DD,
Ay BE (845 3000 [Blfi5, 53f) T20NRRWEEZ LN, £, ERDOEE, A A7
FAEPWLLIRE YT DL, HEHZ L o TURELOHZERH L7280, FEICEENRNT 50
NnrntEZ N7,

(X19-1 FEFEZ IR EL . ~F 2 Tl L7k
B ED ., FOFE. FoE. AORTE. O 7eE

(a) (b) (c) (d)

- . b h] =
(19-2  BUBFZ KMt .~ 2 TPl L 7ok

(@) oA, (b)) #ofElh, (o) 4oOlflE, ) 27X

* X19-1D¥RIE A B —A— (500 mL) (2RI mLER Y . EnbikE Uiz,

(3) Yeig
ARGy fE (BRPESRAT) B OPUSHR A2 ~F Y T L, £ 0%, HAEMERME T, WR%ICX
D FFNH2 2972 Z L 3 TE AT, PPER ORI DRI IHERR Sy 2 BRE$ D Z E N ATRETH
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Do, VEHEEIZ OWTHRET L7, SIS CIk, B = F LTk gL, =% 7 — L &
OFFRDNERR T D72 ~F Vo TOWF LT L7z, FF. FFCI, FFCOOH. FFNH2 & U FFOH
% X 6 mol/L HEk 20 mL IZIRE%. K10 mL KOANF Y 40mL #x TIRE H Lzt 2
A, WTROEEM b A~F T UE~OBITITRO beh oz (FLD . b OREDSINKS
ffts, MO Z ~FY o TlRETHZ 8 & Lz,

F1 BMLME T O UBAOBITER (%)

BATR (%)
FF 0
FFCI 0
FFCOOH 0
FFNH, 0
FFOH 0

BESIE - BFEVEVRIR (1 pgmL) % 100 pL £ 9 . WA BREH . 6 mol/L s 20 mL [ZfiF L7-, ZhiZ
K10 mL O FH 40 mL 201z, 50fRE Sk, HOLOBEL, ~F VU @ERoTo, WEEERER,
0.1 VOI%WERE/ A % 7 —/L (9:1) IZ¥M L. LC-MS/MS THIE L=,

(4) #ils

HEFEMESRE T COURIA 2 Miat L=, FFNH2%6 mol/LIEEE20 mLiZiaf#E L, k10 mL& 7.5 mol/L
KER(LT B U o AVEIE20 mLZ N2 CTHAME (pH £912.9) I L7-t%. BiiE—=F L =i ~F ¥
AW CARRRE 21T o 72 (R2) o EORER., B TF /LK OANF T OWNT N OBEEZ A
Ba BIRER L e o lofz®d, BRIEIFITORWI & & L,

F2  EARICBIT AFFNH D [EIER (%)
1[HH 2 [\ H &t

Wl = L 43 21 64
A~ 0 0 0

BRAEJTIE © FENH ARV (1 pg/mL) % 100 pL R Y | WA BRE%. 6 mol/L #ifE 20 mL IS L=, =
AT 10 mL K TN 7.5 mol/L KEg(kT b U o A¥SHR 20 mL 212 7of%, BE—F LV E72id~F 3 40mL &
Mz, 50MEE S L, mOLoBE:, AlE -7 LEE) . KEICEBTF LV EiE~F V2 40 mL
ZMNz., 5MIRE %, mONEEL, AHEZE-7= QEHRH) , WREZERER. 0.1 vol%EEE A & / —
b (9:1) IR L. LC-MS/IMS THIE L7z,

B) M A VYOI T AT~ NTTT 44—

O FFNHD[AIX %

FENH L, $5IA CldH o REIN RN SN Tofod, My A Yo th T rra~ w77
7 4 — [Chem Elut (5 mLEEFFH) 1 a7z (383) , HAEME (pH #913.5) ICHHEE L= iaikIc
FENH 28 L CH 7 ACA M L, BT /LTI L7z & Z A30 mLC BRI 72 RILERAS ST,
FFNH I, BRI LT MU oA (1g) 2252 L2k, HTFRELSL T hotz, 207
B ~FH RS OV AR L, Bk N U AEINA %, ST A Y O T
M B & Lie, 2B, FOBmA, FOEN. FOIFE&L QNS 72 & TOAMMIROpHIZWT i
DEMLBRIBETH T,
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#3 ZHMAA VI T A9 S DOFFNHOEIE (%)

HifbF R U oA ek — T /L o
DN 0-10mL |10-20mL |20-30mL |30-40mL | "
) 0g 56 33 2 0 91
) 1g 63 29 1 0 93

BREGIE © FENH AZHEVAHK (Lpg/mL) % 100 pL £V . WEBEZBRE L7Z, ZHUZ 1.2 mol/L ¥5E: (6 mol/L 35
g 20 mL & AWV CTIKR % . OSHE%Z 100 mL ICER L HA OREICHY) % 25 mL Nz 7=%. 75
mol/L ZKEg{bF N U U AfEKZ L mL iz, iRG Lz, QiFF0EE, @3l NI U A Lg 22,
SIS A Y T h T ACAR L, 30 orER. iV 40mL T Lz, WA FRE%. 0.1vol%
Wefg/ A 2 7 —v (9: 1) WML, LC-MS/MS THlIlE L7z,

@ FF. FFCI, FFCOOH K ONFFOH®D [HIIY 3

FIQD LM TOFF, FFCl, FFCOOH & NFFOHD YRR 2 #4128 LTz, FRIE, KERS 23 ERE
HUZFENHo A~ W2 U7z, FFCUE, 4L A Y U £ T A BIRHE T, —BIEFFNH A~ L7,
FFCOOHIZ, FFCI L [ARE, AN A VY 7+ T AR T, FENHo~DZEH E 385D 5727
ST, FFOHIZZANE A VU L1 T D BERH L, FENHoA~DOZEHLITERD e o7,

INHDOFRERNS | LB L > TFFNHo~DZEHO LT S TR R b0 LEZ bz, (bE
MNZE o TEZHMET A Y U LB T AN REH LN & — 53 ERIZFENHAZ E#3 5
D, KSR OMEZR DT D, FF, FFCl, FFCOOH X O'FFOHDRIE IZATH /2 & &
L7z,

#E4 ZHMAA VT T A0S DOFF, FFCl, FFCOOH X NFFOHD[EIIER (%)

INZ
A faf E B 0-10mL | 10-20mL | 20-30mL | 30-40mL | &%t (EFTqu
EEt)
FF FFFNFHZ 505 208 8 8 803 83
G e g 0 i
rrooon | oo 8 518 5o
FFOH (it b 5 22 : 81 107

BVESIE - BFEEVRWR (1 pg/mL) % 100 uL RV | EEEZERE L7, ZHiZ L.2mol/L e (6 mol/L ¥z 20
mL & AW TR 8% . RS Z 100 mL IZER L2 BAOBEICHEY) 2 25mL iz =%, 7.5mol/L /K
it R AR I mL R OSE AL R oA 1g &Nz, ZHMEr A Y o0 T AicEfT Lz, 30 sk
B, e F L 40mL TIHEH L, B2 5% . 0.1 vol%EREEI A # 7 —/L (9: 1) IZIfiE L T LC-MS/MS
THIE LTz,

@ AMKICT & b 2T AT 5856 OFFNH ORI ER
I3 (2) MokoyfiEth O ERBIEOKEF] Tk _7=X H I, ERBEOBRICT & M2z 5%
R ool AMIKICT & F 2 (K10vol%) 5 H T 556 OFFNH DRI Z gl L7 (3%
5 . TORER, BT L 30mML TR Z2FEIEN G LN, 2Ok, ARRTOT & ko %2Ek
EREPFISHAMTA VoL T AT E LT, ZORGTEAMN I A VYO DT A7 a~
NTZT74—%4T5 ZEICL 0, BET LR TR, IBERRERICE-EDIIA LT, TEaoilbk
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S Y g

#5 ARKRICT 2 b2 G/ T 580N A VT +H T 505 DOFFNH D[RR (%)

WElE — 5L st
0-10 mL | 10-20 mL | 20-30 mL | 30-40 mL o
65 27 5 0 97

BAEJTE  6mol/L ¥5EE 20mL i 7 & h > 10mL 2Nz 7=, AKZEMZT100mL iICER L (O) ., FFNH2
FEYERTE (1 pg/mL) % 100 uL 7Y . A2 ERE L, Zc@% 25 mL iz TIAfE L7=#%. 7.5 mol/L /K
fefbt MU U AEIEE LmL ROMEE T N oA 1g &z, 2% A Y 08T AICARM Lz, 30 55
%, FERE=F L 40mL TIEH L., % 55% . 0.1 vol%EEE/ A % 7 —/v (9:1) IZ¥MR LT LC-MS/MS
THIE LT,

(6) ALK UBBEEMYE= AP -N-Eoe el RULEAR (Oasis MCX) I =hF
N

LM A VTt h T A~ 8T T 40— DR T, BB EE0.01 ppmdD ST T
DI CFENH D E &2 1 E T 5 B — 7 B3 Hiviz 7o ([K20) . ALK UERHEEA Y B =L
YPU-N-E=rvn ) RUEEAR [OasisMCX (150mg/e mL) 1 Z AW /=ksHlz it Lz (&
6) . FFNH2ix, 0.1vol%Wig/ A % /7 —/n (1:1) 4mLE A F J —A2mLTIEHEd, 7E
=THKIAZ )= (1:99) 4mLTIAEH L7z, D72, 0.1vol%lElE/ A % 7 —n (1:1) 4mLKk
WA K ) —N2mL Tk, 7oE=TKIAX ) — (1:99) 5mLTIAEHT e L, 20D
ST S Z Sk, AREHTIEEE0.01 ppmiZ BT A OTICEB VT, FENH E B2 i E 4
DRMER T D B — 7 1T58D HiLie o Tz,

#6  Oasis MCX I =B 7 L5 DEINE (%)

0.1 vol%EEfR/ A % 7 — (1: 1) AR ) —)L TUER=TKIAK 7 — (1:99)

&t
4 (mL) 2 (mL) 0-2 (mL) 2-4 (mL) 4-6 (mL)
0 0 66 28 0 94

BRERE 0 FENHAZEYERIR (1pg/mL, A% /—/V) % 100uL 9 . W% RE%, 0.1vol% BRI A % /) — v

(1:1) 1mLICIAfELTZ, Zha, THAZ 7 —n2mL KOV0.1vol%Eilg/ A% /—n (1:1) 3mLTarT
4 va=r T LT AR L, 01Vol%lERR/A % 7 — (1:1) 3mL (AfiREADbET4AmL) . A%/
—2mbL, TrE=TKIAZ =)L (1:99) 6 mL CIERIEE L7z, &E0OEEEA2BRE%, 0.1 vol %z A
X )= (9:1) IZ¥EfR LT LC-MS/MS THllE L7,
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(a) 80000 -
70000 +

60000 -
50000 +
40000 A
30000 +

20000 +

10000 - ‘

Pt A
0 T

T 1
2 4 6 8
Time (min)

80000 -
(b) 70000 A
60000 o
50000 o
40000 -
30000 o
20000 A
10000 ‘
0 "‘—**“',"\"—/\ : .
2 4 6 8

Time (min)

(C) 80000 - ‘

70000 +
60000 -
50000 -+
40000 -

30000 +

20000 o
10000 -
T T

|
2 4 6 8
Time (min)

20 HOMEOT T s Rk BUEF0.25 g/mL) KO FRNH S YIS D 7 v~ 75 I
(a) OasisMCX IZ X 2Bk RG V  (b) BRI L. (c) FFNH AZEHERK (0.0025 pg/mL)

4. FIMENGRER

BKEMARS (FOFW, FOREN . FOMIEL O 72 X) #HWT, EHZE&ERA (0.01
ppm) M OJEYEE L FE DFF, FFCl, FFCOOH . FFNH X ONFFOHZ RN L, FEBRTEED [7. RBRIE
ROTARL] ZHEV, SOTORMBINGRER 2 £t L=, 723, FAbAIER] 2 \ZBNEGERER & 4T
STz, WINENGRERIC BT 27 7 v 7 3k, RINEUEE L ORI EE100% 40 24 O A IRE AERIR O
W7er va~ 77 AxKLR VIR Lz, £, FRMDT T 2 7 BB OREN e h—Z LA F
YHhVvrhrav 7T AEKBITR LT,
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(1) &R

WO/ I

BNTH,

KT EIRVEOFHM

ERZYET D =73 snT,

BIRPETRAFCH o7z (RT)

F DR Ed ] =)'
i N } T [ nﬁ%zt Y DB HE O FHE - E—VE#H (B — _ BRI
HRILEYW| BRE (make) | (opm) | (ppm) ST e | EEXE IS5y TRUYHRRIELE B BB | e
(ppm) EED I n=1 n=2 1 (a) n=1 n=2 1 (b) | e (a)(b)
romn 20 03 0.3 g2l | 03 < 0.100 g 0 0 0 536100 | 563100 | 549600 0.000 [¢)
0.01 0.01 ERER | 001 <0333 Eig 0 0 0 665528 | 662041 | 663784 0.000 e}
O 0.01 03 0.3 E£#E | 03 <0.100 &g 0 0 0 533300 | 535600 | 534450 0.000 o
o 0.01 0.01 EREBR | 001 <0.333 EH 0 0 0 658373 | 688094 | 673233 0.000 [e)
PR e R 4. E2W | 4 < 0.100 EH 0 0 0 564500 | 591500 | 578000 0.000 [e)
0.01 0.01 EREH | 001 <0.333 EH 0 0 0 622785 | 615302 | 619044 0.000 [e)
- 0.01 o 8. EAM | 8 < 0.100 EHl 0 0 0 517400 | 514300 | 515850 0.000 [e)
0.01 0.01 EREH | 001 <0.333 EH 0 0 0 580682 | 588013 | 588847 0.000 [e)
PP 03 0.3 £Hm | 03 < 0.100 El 0 0 0 552700 | 506100 | 529400 0.000 [e)
0.01 0.01 ERER | 001 <0.333 Eil 0 0 0 675825 | 681762 | 678794 0.000 [¢)
PP 03 0.3 £%p | 03 < 0.100 Eil 0 0 0 557400 | 548100 | 552750 0.000 [¢)
ol 0.01 0.01 EREH | 001 <0.333 Eil 0 0 0 628296 | 646715 | 637505 0.000 [¢)
PR e R 4. EHE | 4 < 0.100 Eil 0 0 0 555900 | 542200 | 549050 0.000 [¢)
0.01 0.01 EREA | 001 <0.333 Eil 0 0 0 621400 | 596100 | 608750 0.000 [¢)
- 0.01 o 8. EME | 8 < 0.100 Eil 0 0 0 677000 | 623000 | 650000 0.000 [¢)
0.01 0.01 EREN | 001 <0.333 &l 0 0 0 643037 | 638614 | 640825 0.000 [¢)
PR 03 0.3 46 | 03 < 0.100 &l 0 0 0 540500 | 513900 | 527200 0.000 [¢)
0.01 0.01 EREN | 001 <0.333 &l 0 0 0 665528 | 662041 | 663784 0.000 [¢)
P 03 0.3 4 | 03 < 0.100 il 0 0 0 582400 | 593200 | 587800 0.000 [¢)
FFGOOH 0.01 0.01 EREBA | 001 <0.333 &l 0 0 0 671788 | 678343 | 675066 0.000 [¢)
0.01 4. ERE | 4 < 0.100 &l 0 0 0 562400 | 542000 | 552200 0.000 [¢)
DR 4.
0.01 0.01 ERBR | 001 <0.333 il 0 0 0 575600 | 604700 | 590150 0.000 [¢)
. 0.01 o 8. EME | 8 < 0.100 Eil 0 0 0 636500 | 648500 | 642500 0.000 ¢}
0.01 0.01 ERBR | 001 <0.333 Eil 0 0 0 621862 | 603206 | 612534 0.000 o
0.01 0.3 Ewm | 03 < 0.100 &l 0 0 0 532300 | 524600 | 528450 0.000 o
S DA 03
0.01 0.01 ERER | 001 <0333 EiE 0 0 0 675849 | 671492 | 673671 0.000 o)
P Y 03 0.3 2@ |03 < 0.100 EiE 0 0 0 543900 | 504800 | 524350 0.000 [®)
— 0.01 0.01 ERER | 001 <0333 g 0 0 0 716708 | 715836 | 716272 0.000 [e)
PR e R 4. E#E | 4 < 0.100 EiE 0 0 0 592700 | 600900 | 596800 0.000 [¢)
0.01 0.01 ERER | 001 <0333 mig 0 0 0 608352 | 626857 | 617605 0.000 e}
- 0.01 s 8. E2W | 8 < 0.100 EH 0 0 0 558300 | 514600 | 536450 0.000 [e)
0.01 0.01 EREBR | 001 <0.333 EH 0 0 0 639862 | 640641 | 640251 0.000 [e)
PP 03 0.3 £2m | 03 < 0.100 EH 0 0 0 538700 | 527000 | 532850 0.000 [e)
0.01 0.01 EREBH | 001 <0.333 EH 0 0 0 675825 | 681762 | 678794 0.000 [e)
P 03 0.3 2Hm | 03 < 0.100 EH 0 0 0 552000 | 531500 | 541750 0.000 [e)
Fron 0.01 0.01 EREH | 001 <0.333 El 0 0 0 660219 | 653663 | 656941 0.000 [e)
PP R 4. XMW | 4 < 0.100 El 0 0 0 676800 | 648100 | 662450 0.000 [e)
0.01 0.01 ERER | 001 <0.333 Eil 0 0 0 607113 | 571243 | 589178 0.000 [¢)
- 0.01 o 8. EHE | 8 < 0.100 Eil 0 0 0 677100 | 638600 | 657850 0.000 [¢)
0.01 0.01 EREA | 001 <0.333 Eil 0 0 0 562500 | 587571 | 575035 0.000 [¢)
*1 IS0 0EM, BERROIBISEALTAELHERNSIHET 5. (BEISELTRIBEAZTS.)
*2 RHPORENFHERE MY (TADELS1Z, TSV I/RMORBRRTARLBERR (M VIR FMBERR) £ALD,
TSUORBIHEE—O N BRENGEANSIHAICIE. BEBFROE—VER (BE) TROBCTHEL,
*3 B (B L. HEE—IOHBEEOTEREIHETHHEACIETOL BELAVEEITIEN x 1ZREHT S,
A
(2) EEKROPHMTRIEE
TE IR OB R EE CORELEE R OMHMTHE 2 R8IR LT, ERRARE TIZHEE93~104%.

TR EE1.4~5.2%.
FZUVEFHL AT A R T A L OBEE R OHTRE O B E AT LTz, F7-. ERERFEE OUIGE
MNHELNT- B — 7 DSINIF118~309TH 1 . SIN=1028E H7- (389)
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LB TR EI3~101%., P THEEL1.9~5.6% & Eﬁ%ﬁfﬁk%ﬁ‘% 5,




K8 HJE K OHHTHIE

*1 SINERDBIVBEMNHIHEITIEITSINIERTEN D,
*2 BohEREOHTRAEESZHE—Y (Max.) RUR/MEES ZHE—Y (Mn.) DT ThDSINERHZ

- 30 -

EERR HE(E IR BER [EIURE (%) BEE |HHITRE
AMARILEN) BRE (mg/kg) (ppm) (ppm) 2 _ _ _ _ _
& Ly r’fE n=1 n=2 n=3 n=4 n=5 (%) (RSD%)
0.01 0.3 0.3 211428 -1716 0.9999 95 96 100 97 99 98 2.3
FOHA
0.01 0.3 0.01 241480 251 0.9979 103 102 99 113 104 104 5.2
PP 0.01 0.3 0.3 212662 -2020 0.9994 96 96 101 96 101 98 3.0
0.01 0.3 0.01 261162 7791 0.9970 104 103 103 100 104 103 17
FF 0.01 4. 4. 253045 | -32424 0.9940 90 91 99 94 91 93 3.8
O 0.01 4. 0.01 227452 14147 0.9933 105 106 103 102 99 103 2.9
S 0.01 8. 8. 215607 | -4702 0.9978 94 99 97 86 93 94 5.3
0.01 8. 0.01 237101 14341 0.9957 92 101 101 103 100 99 4.2
0.01 0.3 0.3 211980 7005 0.9941 95 96 97 94 100 96 22
*OBA 0.01 0.3 0.01 245457 17629 0.9943 100 106 100 103 103 102 2.4
O 0.01 0.3 0.3 240453 | -13591 | 0.9989 101 97 96 96 95 97 23
FFOI 0.01 0.3 0.01 241221 13189 0.9987 97 97 99 94 99 97 2.0
0.01 4. 4. 216842 2657 0.9985 96 101 101 97 95 98 2.9
FORE 0.01 4. 0.01 233430 -471 0.9993 106 98 104 101 105 103 3.1
St 0.01 8. 8. 271175 | -20678 | 0.9942 96 98 92 97 92 95 3.2
0.01 8. 0.01 258667 | -22265 0.9962 94 92 99 100 95 96 3.7
P 0.01 0.3 0.3 212733 | -5179 0.9978 93 100 95 97 97 96 25
0.01 0.3 0.01 230481 16206 0.9980 97 94 96 97 96 96 14
O 0.01 0.3 0.3 241081 | -10621 | 0.9950 94 93 100 97 90 95 4.2
FFCOOH 0.01 0.3 0.01 279564 | -30842 0.9930 90 93 93 95 91 93 2.0
0.01 4. 4. 216279 | 17612 | 0.9982 93 97 99 98 91 95 35
FORE 0.01 4. 0.01 236450 -2352 0.9984 94 93 94 87 95 93 3.8
St 0.01 8. 8. 251062 | 10034 | 0.9991 100 96 94 100 97 97 2.8
0.01 8. 0.01 236258 2793 0.9983 96 95 99 96 100 97 2.6
P 0.01 0.3 0.3 213158 | 13248 | 0.9979 97 99 99 102 98 99 1.9
0.01 0.3 0.01 271107 | -24372 0.9983 92 98 99 98 99 97 2.8
. 0.01 0.3 0.3 212123 7002 0.9958 103 95 103 94 105 100 4.9
FENH, 0.01 0.3 0.01 275467 | -22103 0.9960 96 92 93 91 95 93 2.0
N 0.01 4. 4. 253045 | -32424 | 0.9940 99 96 100 97 94 97 23
FORE 0.01 4. 0.01 227452 14147 0.9933 97 96 91 98 96 96 2.8
S 0.01 8. 8. 215607 | -4702 0.9978 104 98 106 101 97 101 3.7
0.01 8. 0.01 238549 | -5959 0.9979 101 101 99 99 102 101 15
0.01 0.3 0.3 222426 -5533 0.9967 93 96 102 104 92 98 5.6
FOBR 0.01 0.3 0.01 243960 18650 0.9983 103 100 100 99 98 100 1.7
O 0.01 0.3 0.3 213819 | -6945 0.9971 97 98 102 103 104 101 2.9
FFOH 0.01 0.3 0.01 270342 | -33495 0.9916 100 96 97 97 102 98 2.6
0.01 4. 4. 268411 | -15401 | 0.9960 97 99 97 92 90 95 3.9
FORE 0.01 4. 0.01 221339 2041 0.9971 105 104 105 102 101 103 2.0
St 0.01 8. 8. 268411 -15401 0.9960 97 99 97 92 90 95 3.9
0.01 8. 0.01 219653 16377 0.9931 100 106 103 105 107 104 2.8
#9 EERFUREORIEE N5 LN — 27 DSIN
piEgen| BRe | Chmn | ERE - GAMRE ) ERES "
a/kg) (ppm) (ppm) DFHE™ | vax. | Min. | FiE
+OHA 0.01 0.3 0.01 SIN 140 | 135 138
- ES0) ] 0.01 0.3 0.01 SIN 156 | 130 143
ESn)iid] 0.01 4. 0.01 SIN 437 | 181 309
SHE 0.01 8. 0.01 SIN 219 | 164 191
FDEHA 0.01 0.3 0.01 SIN 161 | 176 168
FrGl ES0) 0.01 0.3 0.01 SIN 227 | 222 225
ESn)d] 0.01 4. 0.01 SIN 147 | 341 244
SHE 0.01 8. 0.01 SIN 157 | 153 155
+DHA 0.01 0.3 0.01 SIN 134 | 140 137
FEGOOH ES0) ] 0.01 0.3 0.01 SIN 136 | 151 143
L) 0.01 4. 0.01 SIN 266 | 242 254
StE 0.01 8. 0.01 SIN 139 | 155 147
+OHA 0.01 0.3 0.01 SIN 178 | 188 183
— E30) 0.01 0.3 0.01 SIN 179 | 162 171
° En)id] 0.01 4. 0.01 SIN 172 64 118
StE 0.01 8. 0.01 SIN 218 | 169 194
EOHA 0.01 0.3 0.01 SIN 225 | 228 226
FFOH ES0) = 0.01 0.3 0.01 SIN 212 | 173 192
ESn)id] 0.01 4. 0.01 SIN 171 | 181 176
SHE 0.01 8. 0.01 SIN 163 | 145 154




(3) BB~ KU w7 ZDHE~D R
TE BRI % OSSR B COUINEINGRER I BT 250k~ b U » 7 2ADHE~DORE L 10
R LTz, RSt A ZEINEINGRERIC B W TR L7 b B &2 7R L=, BSnEIGRER 12
BT 2 [EIIE 100%F0 4 I BE D FENH I ARSI 2 FRNH = U 7 2RI ERS R O
B — 7 R 2 RO TR, 0.96~1.11 L 72 b | ARBRIEITEABHkO~ Y v 7 2D a3 L
A EZFPICHENTTREE B 2 bz,

#10 B~ U v 7 ZDORE~D

&)

,J SRR | L@ | wmag | o S 1

pisigican wae | CURE | CEN | RUEE | et TEme | L[ <tuvsaammess BRRERR E—o i
(mglL) | m&ogl | 777 n=1 n=2 Tiy n=1 n=2 Ty | (BEHH®

0.01 0.3 0.3 0.0025 [k 0 536100 | 563100 | 549600 | 508000 | 498400 | 503200 1.09

O 0.01 0.3 0.01 0.0025 [k 0 665528 | 662041 | 663784 | 634507 | 618183 | 626345 1.06

. 0.01 0.3 0.3 0.0025 [k 0 533300 | 535600 | 534450 | 523000 | 538400 | 530700 1.01

F 0.01 0.3 0.01 0.0025 [k 0 658373 | 688094 | 673233 | 661038 | 654033 | 657535 1.02

ORI 0.01 4. 4. 0.0025 [k 0 564500 | 591500 | 578000 | 565600 | 585600 | 575600 1.00

0.01 4. 0.01 0.0025 [k 0 622785 | 615302 | 619044 | 565872 | 550168 | 558020 1.11

ShE 0.01 8. 8. 0.0025 [k 0 517400 | 514300 | 515850 | 509700 | 514500 | 512100 1.01

0.01 8. 0.01 0.0025 [k 0 589682 | 588013 | 588847 | 610234 | 604961 | 607597 0.97

PPy 0.01 0.3 0.3 0.0025 A 0 552700 | 506100 | 529400 | 518500 | 537000 | 527750 1.00

0.01 0.3 0.01 0.0025 i 0 675825 | 681762 | 678794 | 689655 | 686956 | 688305 0.99

. 0.01 0.3 0.3 0.0025 i 0 557400 | 548100 | 552750 | 553000 | 581800 | 567400 0.97

- 0.01 0.3 0.01 0.0025 EiE 0 628296 | 646715 | 637505 | 606488 | 654305 | 630396 1.01

T 0.01 4. 4. 0.0025 EiE 0 555900 | 542200 | 549050 | 555100 | 549600 | 552350 0.99

0.01 4. 0.01 0.0025 EiE 0 621400 | 596100 | 608750 | 587900 | 640300 | 614100 0.99

ShE 0.01 8. 8. 0.0025 EiE 0 677000 | 623000 | 650000 | 665000 | 618900 | 641950 1.01

0.01 8. 0.01 0.0025 EiE 0 643037 | 638614 | 640825 | 622424 | 575201 | 598813 1.07

0.01 0.3 0.3 0.0025 EiE 0 540500 | 513900 | 527200 | 531100 | 539000 | 535050 0.99

FOHR 0.01 0.3 0.01 0.0025 EiE 0 665528 | 662041 | 663784 | 634507 | 618183 | 626345 1.06

T 0.01 0.3 0.3 0.0025 EiE 0 582400 | 593200 | 587800 | 574800 | 609000 | 591900 0.99

FFGOOH 0.01 0.3 0.01 0.0025 EiE 0 671788 | 678343 | 675066 | 661821 | 625302 | 643562 1.05

0.01 4. 4. 0.0025 EiE 0 562400 | 542000 | 552200 | 578100 | 567900 | 573000 0.96

FORR 0.01 4. 0.01 0.0025 HiE 0 575600 | 604700 | 590150 | 546900 | 561600 | 554250 1.06

Shx 0.01 8. 8. 0.0025 [k 0 636500 | 648500 | 642500 | 649700 | 620100 | 634900 1.01

0.01 8. 0.01 0.0025 EiE 0 621862 | 603206 | 612534 | 620421 | 613058 | 616739 0.99

. 0.01 0.3 0.3 0.0025 [k 0 532300 | 524600 | 528450 | 548200 | 515500 | 531850 0.99

FOHH 0.01 0.3 0.01 0.0025 [k 0 675849 | 671492 | 673671 | 653078 | 692684 | 672881 1.00

. 0.01 0.3 0.3 0.0025 [k 0 543900 | 504800 | 524350 | 537100 | 522000 | 529550 0.99

FFNH, 0.01 0.3 0.01 0.0025 [k 0 716708 | 715836 | 716272 | 679192 | 692686 | 685939 1.04

e 0.01 4. 4. 0.0025 [k 0 592700 | 600900 | 596800 | 568800 | 572400 | 570600 1.05

0.01 4. 0.01 0.0025 [k 0 608352 | 626857 | 617605 | 614452 | 651265 | 632858 0.98

ShE 0.01 8. 8. 0.0025 [k 0 558300 | 514600 | 536450 | 506500 | 524500 | 515500 1.04

0.01 8. 0.01 0.0025 EiE 0 639862 | 640641 | 640251 | 610234 | 604961 | 607597 1.05

PPy 0.01 0.3 0.3 0.0025 i 0 538700 | 527000 | 532850 | 546000 | 541500 | 543750 0.98

0.01 0.3 0.01 0.0025 i 0 675825 | 681762 | 678794 | 689655 | 686956 | 688305 0.99

P 0.01 0.3 0.3 0.0025 i 0 552000 | 531500 | 541750 | 514200 | 533000 | 523600 1.03

FFOH 0.01 0.3 0.01 0.0025 EiE 0 660219 | 653663 | 656941 | 601050 | 632220 | 616635 1.07

P 0.01 4. 4. 0.0025 EiE 0 676800 | 648100 | 662450 | 637600 | 666200 | 651900 1.02

0.01 4. 0.01 0.0025 EiE 0 607113 | 571243 | 589178 | 591369 | 553365 | 572367 1.03

ShE 0.01 8. 8. 0.0025 EiE 0 677100 | 638600 | 657850 | 669400 | 647000 | 658200 1.00

0.01 8. 0.01 0.0025 EiE 0 562500 | 587571 | 575035 | 547269 | 575102 | 561186 1.02

*1 RMEURERERIE (+ B EIURE100%HH LiREITEH LSS, TS VHMORBRAR CTHABLARERR (MR FMBZERR) RBECTRBLRERR GRRARER
B EERT B,

*2 MY RFIBERRR VBERERROIRICKEIT2E L ERELIERN ST S, (BEISSCTRIBEAZTS.)

*3 TIUYITE—IMBHONIZBEITIE. IM VI RFIRERROEE TSV EEELEIVEEZRALS,

*4 TRy RIFHBRLADTSIHMORBREREAVTART 2.

*5 TR VIR RIMBEBRBROBBEBERRISHTHE—VER (RETES) OLLERDHD,
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21-1 EERFIEE (0.01ppm) TOWMEUGRERIZH T H0F N a~ 7T A
b 7T B o INECEE, R ¢ BN 100% 402 OFEHERSHE  (0.0025 pg/mL)
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212 EEIRSEE (0.01 ppm) TORMEIGRERIZ BT 2R EN 7 v~ F 7T A
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21-3 EEMRAEE (0.01ppm) TOETMEUGABRICH T 2RFEN 7o~ 7T A
b Ty o IRINECER, T BN ER 100%FH X o= HERE (0.0025 pg/mL)
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21-4 EERFIEE (0.01ppm) TOWMEUGRERIZH T H8F N a~ N7 T A
F 7T B IR, T BN 100% 48 2 OFEHERS R (0.0025 pg/mL)
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OHFDfA - (FLHEE 0.3 ppm)
FF FFCI FFCOOH
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22-1 JEVEERE COWMENGRBRIZ K I 2 REN 7 n~ 7T A
F 7T B IR, T [N 100% 48 2 OFEHERS R (0.0025 pg/mL)

- 36 -



@4 DR (F£1E(E 0.3 ppm)
FF FFCI FFCOOH

80000 - 80000 - 80000 -
70000 1 70000 A 70000
60000 1 60000 - 60000
50000 1 50000 A 50000
40000 + 40000 4 40000
30000 A 30000 A 30000 1
20000 A 20000 A 20000 1
10000 - ‘ 10000 - ‘ 10000 ‘
0 - : . 0 ; - . 0 - : .
2 4 6 8 2 4 6 8 2 4 6 8
Time (min) Time (min) Time (min)
80000 - 80000 - 80000 -
20000 4 ‘ 70000 A \} 70000 ‘
60000 1 60000 60000 A
50000 1 50000 50000 A
40000 1 40000 4 40000 4
30000 4 30000 A 30000 A
20000 4 20000 A 20000 A
10000 4 10000 - 10000
0 7 7 1 0 T T 1 0 7 i ]
2 4 6 8 2 4 6 8 2 4 6 8
Time (min) Time (min) Time (min)
80000 - 80000 - 80000 -
70000 A ‘ 70000 A ‘ 70000 A ‘
60000 60000 60000
50000 50000 50000
40000 4 40000 + 40000 1
30000 A 30000 30000
20000 20000 20000
10000 - 10000 10000 -
0 " - . 0 - - : 0 : 7 ]
2 4 6 8 2 4 6 8 2 4 6 8
Time (min) Time (min) Time (min)
FFNH, FFOH
80000 - 80000 -
70000 70000
60000 4 60000 -
50000 50000 A
40000 1 40000 1
30000 30000
20000 1 20000 A
10000 1 ‘ 10000 4 ‘
0 A= 7 ) 0 & ; 7 ]
2 4 6 8 2 4 6 8
Time (min) Time (min)
80000 - 80000 -
70000 ‘ 70000 A ‘
60000 60000 -
50000 50000 1
40000 1 40000 1
30000 30000 A
20000 1 20000
10000 4 10000 -
0 : : ) 0 - ; |
2 4 6 8 2 4 6 8
Time (min) Time (min)
80000 - 80000 -
70000 ‘ 70000 ‘
60000 60000 -
50000 50000
40000 40000
30000 1 30000
20000 20000
10000 4 10000 -
0 - : ) 0 - ; |
2 4 6 8 2 4 6 8
Time (min) Time (min)

22-2  JEVEEIEE COWRMENGRERICBIT A2 FWN R/ a~ N7 T A
b 7T o WRINECER, T BN ER 100%4H X o= ERE (0.0025 pg/mL)
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@4 DTl (FEYEME 4 ppm)
FF FFCI FFCOOH
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22-3 FEUMEERE COWRMEINGREBRICKIT 2R FEWN R a~ N7 T A
b 7Ty o WRINEER, T BN ER 100%4H X o= HERE (0.0025 pg/mL)
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22-4  JEYEEREE COWMENGRBRIZ I 2 REN s n~ 7T A
F 7T B N, T [N 100% 48 2 OFEHERS R (0.0025 pg/mL)
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X 23-1 ERERFIEE CORMBINGRERICBIT 57 7 v 7t oRENLR h—2 A AL
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SKEYF O FF R BREE LT, RENIHERR 2 N 2 T FF KOV O % FENH. (207K 53 fi#
B, NI UL, SN A Y T T ATRERM L% BRARET HAIEALK Y
BRI =L R P -N-Eoenl RUREAKRI =h T A CENERE2T2) | LC-
MS/MS TiE & MK QRS 2 HikZ BT Uiz, REEZRAOWTHOFRN, FofE . FOiFEL O
REERIGIT, FF RO ORHW (FFCl, FFCOOH, FFNH, X (X FFOH) (2 oW CERIRA KL O
FEVEMIR P CUSINEIGRBR 21T > T2 fE B, B 93~104%, D THEE 1.4~5.6%0 B AT 7255 B 3ts:
b, WTFNOREHZOWTHEEAPHET L2 —271TRO T, BIRMIIRF TH o7,
Flo. BWEAREEREICHT 2~ MY v 7 ZRIMEERK O v — 7 mElE 0.96~1.11 720 | &
BIHHRDO~ R v 7 ZADWBZIF LA EZTPTICMETHZENTEE, ZRLORENS, K
B FF ROV ORI 2 KM T rTBE7R ik L B 2 bintz, £z, E&RA & LT 0.00mg/kg
ERTEARETH D Z LR ST,

[3%& 3CHR]
1) Determination and Confirmation of Florfenicol. CLG-FLOR 1.04. Revision 04. United States Department
of Agriculture, Food Safety and Inspection Service, Office of Public Health Science, 2010.
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