5 0.01 mg/kg #N

B2:1, B2: 2

gi5 0.01 mg/kg #N

JFFiEE 0.1 mg/kg #N T 0.01 mg/kg 0

572 ¥ 0.01 mg/kg #A0

572 % 0.1 mg/kg #MN

@ 8-1. Vrk 18 fEE O TG E R PAE © FHIFEIREORB O RFR)
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Z T 0.1 mg/kg #M Z T8 0.01 mg/kg @M

%L 0.1 mg/kg @M F. 0.01 mg/kg #hM

B2: 4

98 0.1 mg/kg &M 58 0.01 mg/kg #N
M 8-2. Rk 18 4EHE DOWNPE BERI AN : EHIEILEORELR D IR 7 #k

SMEAE  (OATRTE 121 RO T D A R B-1 DS RIEDH % FIR)
A:70 - 120%, (a: %L, BROA7), Bl:121-200%, B2:50-69%, C:<49%,>201%
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(c) 300°C
300

250

200

150

100

50

(mI/min)
50{__50 mL/min
40 1

30 |

20 | Split flow 20 mL/min

~

Column flow 1 mL/min (constant flow)

Time — 90 seconds 28 min

(=l S |
A

9. PTV-GC/MS ORERUVAAHET OIS L



1 e B | [ 55, Il o=, AU, &I | W[.I B | It—liaslam

| | FEro /A H ] [ ZEr=RULEHE |
[ ! GPC I I |

I & 1 5

PSA [ PSA |
[ BB A ]

R 1. GOMS IZ&ZBM—FAHE (BKER) OLEHRR

5 200¢g
(BEFAIL 5.0 g)
p——————7K 20 mL#&MN

| RESTARX |

— 7ty n-AFH4 (1:2) 100 mL#EM
[ #=EoF4ZX |
[ EmLoM | 2,500@E/4, 55

1
[ AED |
[THESFAX |

I
[ |k | 2,500E#/53, 553
1

n-~FH> 50 mLi#EM

=
| LRBEEHN |

1
SAKFEBFTR O LEM
ZTHIK

-
I 6]ﬁ J
L B B ]

|
[ EmssaE |

BRYWET L - SoanFxHy (1:4) T BB 0.1 g/mLEREHH
1 g/mLIZA2 &3 (TER

[ $H H R R |

R 2. @, BBh, R, BRRUANMSOHHTIEORR
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[ 5UH 200 ¢ |

[FbHDIEK 20 mLEBMLTHER
————————— 7t ~=k)JL 100 mLi#EN
| REDFAX |
|
[ Do B | 2,500E8z/43, 553
[]
F——7+ k=YL 50 mLiEHM
[ ﬂ:%-’;l-r«rz 1
[ m:blﬁ& |2,500E1#5/43, 553
=
TREETR
b+ RS L 10 g
[ aﬁnﬂlﬁtﬁ |
I KW 5 B | #EL, B AREERS
[ Tth:wl}blliﬁn‘mt
[ - |
— ]
KREEEL KR HY
FEE T F L20mLi#E N
SRIKBRER R LN
[ iﬁi-l H
[ alsﬂ |
[ B " |
.
3., 50 REWMET - o0~ YD (114) THRE 1 g/mLIZR
AESIZEMR,
&0 BEMET L -n-~FH2 (1) THEE 2.5 g/mLIC
5L B,
[ WmHEE |

B 3. %, HERCEEADODHMETEOHME

I mEEE |

[ HiD S EE

GPC(F LizEsOTH
HS74=)

B RO

I B m

PSAHSLZOTRT S
44—

3,000E1¥5/43, 553FH

LB 5 mILEGPCHIALIZEA

F———7tto-vonaxtds (114) THEE

FHO)FR O ORFEBMN SR ISV L OBHARTTIET
Ea M

BEWMET b n-~FHs (101 2 mLTER
A PSAI=H5 L[Bond Elut PSA (84K @500 mg)]I3EA

———7tbo-a-~F42 (1) 18 mLTHH

[ :’Eﬁjiﬁld)ﬁ?ﬂi

[ i 8

]

[ HBE&

|
B GC/MSHIE

Fob o~y (1:1) 1 mLIE (BB 13 0.5 mLITiHEMRE

MR 4 BURUERIROHE (FR, EWETE5H#OZERRC)
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[ Mhﬂlﬁ 1

PSADZLIAYMT | iz 5 mL&PSAS =3 AlBond Elut PSA(REE500 mg) (<)

rjgg_%;g;:q—TtHﬂwﬂ##DGJMOmL?%ﬁ
. &;I;J Hy

:%Ttw-n-a#ﬁyu:m mLTHSR
H B

l GCMSHE |

18 5. FH5H2OBURUVERBTREOHRE

[ HHER |

|
| BOSE | 3,000E8/4, 55

|
== GPC | L®#5mLEGPCHSLICAR

[ 7wbo v oand (1) THES
B POUFRICOEBERMMASTIUFRIOOBHETET
BSI: PRIV OBHETHSRILISV—ILOBEHET
T

BRI EHT

i
PSA"”;“?_‘_T"W’ B4 1% PSAHS L= B H

Fabr-oaaxd (114) 5mLTEY

[ éﬁﬁ?limﬁm_] BEBERCHS LD BHAERD
[ & ® |

n-~FHs 1 mLCER

L UAFILASLYOT  BHBEEL) DY ILHTL[Sep-Pak Plus
FIS74— Silica(8 {4 & 690mg)] (= & 7

n-~"FHo TmLTHSR

SIFIILI—FI-n-~FH (595 15
mLTEH

mwm?ﬁm |

B & |
————— 74t n-~Fxyr (111D 1 mLTHER

| HEER ]

N I
[ Genis#E |

$E 6. FREUVEBROBURVUEETEOHRE
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BEEFBHHEREEADE (BRRORD - REEREEHRER)
I. TRl 19 FESEHRBESE
BRPICERBTIREZCETDIIVRIVEBFEORTLICHT IHR

2.2 BKEEBEGTREBBESNEDORRE -
LC/MS [Z&A0H

SEMRE NEHPFRX
(BAEZEAN BRBREHRRM)

= 189 =



E4¥EEHEHRERNE BRORL-REEFHEARER)
I. i 19FESIERARBEE

BRPI-BETIAEEDRVEEFEORBILICETIMR:
22 BKEBGTPERERESITEDORMSE LC/MS
SHEHRE NEMEX  HEZEA BEBEWRA LEHRERE 1 HRER

HMREES

EAREALICEBHEEORE SN TWARVE 200 BRERSOOTEEZRARETL B
LT, LOMS i[C L5 —FRBER (7 b= p~Fd UoHilE) O@EMHE
WCOWTRIEL 7=, 7THERE (Fofm, ol £0ffm, 2, >7%E, +1, &
9F) A B ENEIEAER (0.01 me/kg 72 HTNC 0.1 mg/kg O 2 MEE) & FKh L7AE R,
B AYETRE & I & i STt SR A BUL 64 Thotlo, ZORBRIECEITD, RIZIC
a3 h s EERSOMEEIES, SOEHERVTHER LL 25, HEITED LN
otr, Fie, BEEROEZRE LTy COEBE AV, FEREBRERS O E
WL, BE-FRBRE (LCMS KL3BESO—FARE, 7TE Y rnnF

Fhit) L HR-FRBEROBRHECHRELETRD bhRhoT,

MEHBHE

PEEEE BRYREARCPHRRESE 1
MREIEMER

EHEEt BEREMAFCEDREE 1
HRE

EHETF REBREFRFLFHEARE 1
HMRE

HIFE REBRERRAEFHRREE 1
HRE

A BIRE®

RYT 47V A MHBEDTTH 270D
BIEICOWTIREKERMICHERAELEN
EHLNTEY, FOSHELEAATE
hTWVWaH, HHEEZEDT, —BREENHR
&5 200 FEO B W TIERRIEE
BETENTWeW (ER 184 A 1 H
M), 20k, ThbDREICOWVWTI

RERNBR LT D2 ENREBEDRRICHY,
FORBEORBEVRBIE LR TWVDH, &K
RO B, ROREEHAET I,
LERoO—HEENEHAIRIBREDI S
LC 4347l L= b 0# 120 iz -\ T,
FNOORBEFHETLHLTH S, F
B 18 EFE (W1FEE) ORI TIE, FrED
SHEIZHE VT LC/MS BIENAETHD &
T =D ERAL (85 BAT), T
ho— 3Rk (BARESREE S ERVK
REH E2AVT LC/MS I LD ERHEFO—
FRERE D (LLF, B AR L IES)
OB (7' by - p~F i)
BT AENEROMRE T T, TORER,
85 &y 43 A MSKBIZE XY, S
O BRSPS ARELE IChhE S hlnZ
ERBHBLME RS, £IT, AFEE,
filH 5 T O K B/ NRIC N 2 DB
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b, BEFE—AREREL B2 5238 (M
) BULETHHLEZ, TEI=FIN
B p~FH A LofiHESERASh
fo, BAREWICHTHT/FArE Y
SRBE 20, Ry —FRRIELLTO
ERAMERRMTAZ L E Lz, ZORRE
X, MHRFOEBEEELTTEr=FIAE
TR p~FHr2AVBZEITLY, EBE
OBV T D EIREAHER SN, B
OBKRERS~Y Y v 7 REFEOMAESTIC
HLTHRENREIhEFETHD, Al
B REEL, CisBLTPSA 2=
I hE RV, HBALEEAORSICEA
AR FEL o TWD, 1B, RRRE
iz, BEREFBHE BT, SRS —F
e LT oM AN A BRIET D ERE
HHERTWS (ZD%H, LATRRBRIELRH
R—ARRERLIES),

BL, ZoFHFR—FRBEROMBER L
LT, EKERMBICHTIHMHELLTO
ERSEN LREREIN TR, EERH
BERSICHT H2MHBREL S TH LD
LORIERRD bR TWD, AFFEICEWN
Tix, FEBICENHEA LSS L RER
MOBFE ORISR ELBIC & 2 BREE, WS
BERSZRE LT v bOFBE R —
ERBRER LA - ARBETHTL TR
EEZ BT SRIEICE Y, FIHBHBOK
AEEFEELE,

B. FRAE

1. REHRES

BEEORIMICEWT, UTOEREFIZE
DB ST 85 BT R BRETSRT & L
7o, MHPEORER (F82H) IIBITD
HBEESITFEEBICBWTEZOHETRT,

a. BKEYICEEEEEIRESNT
WihWERT-EHEBRE Vv oEAERRE
BRI 197 EOA, EFH#R»S LCAE
DHEBEFRH D b0 L, REHEFRER
ke hotob (121 FBRERT, BIF 1
BR),

b. a ®H b, FREEED LCMS BIES
BB\ T, MS A7 hADBHRT, &4
ERRBERAEL, E—IBR, RE ST
7 LOEY— OREE, Ju< ST
A FOMERZVLO (85 FRBREMRT, £
18R, AR PAZE 1LICE&RLE),

2. BEHE

UTITRT 3SMORMEERKE L=,
RO M#HH—FRRER BT 5448
ARy Ol HER L ) |
HEREOHHR —EFRARERICBT 5
HEBMEORERESZ, a3 ha—LRAk (F
KEHRE Z S E2VKRE) ZAVWTH
Tl

RE-@ 2RO

HERERB LT » FIFREAWVWT, &R
B= ) v 7 ZFBAICBRV AT h-BE
(EREY) \ZHOWT, TORMHEMBRERE
L,

B-Q THA—FRBREROBEAER
A |

HREICOVWT, RER, 7T EOBKE
¥ (oA, 0B, 0O, 572
¥, 2, 43, BI) ToORNABRERT
<Y v 7 AORBIBET AT —F 2RI
L, R RBREOHH —FRREROHE
FREERRIEL 72,

3. BEFES
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Batxt L LBEREELOAFR, B
FE OME F LB RREIIRE 11
FEDHTFRT,

4. BEHREH

4.1. BF-OoMREM
KERAWEa Y ba—LREHT L 5]

# (H8.1.1%).

4.2, BE-QoOXREH
4.3 IR LB LU TICRT
F v MAHE, BERG O%, FFEERH),
Sprague-Dawley # (SD(IGS)/Crl)
SPF/VAF 8%, i (Afiks 10 s, Fi{b
8 B, BAF ¥ —N XY N—E)

4.3. RGO HEFEH
HARD 7T MOEKEME, BlFE 218N
PTALER L7= b D eI SEE & L,

5. B3

— R B X UV B I AR A 3 T2
FRICHETIE{ZOL O, EREIRERE
RBAOLOEEMR L, Kix, BRI
A7 -V IF v FO Milli-Q MARER
B CRR L mMEKRE RV,

A I FH 7N h—Asr T RERER, Dr.
Ehrenstorfer i, CMC (carboxymethyl
cellulose) : F i3 T3 R, HPC (hydroxy
propylcellulose) : FYEAidE THM, =1—2
AN AMETER, F757T70Y
YE VAT =HTF 5 (LK, C18
S=#FALLEE) . Bond Elut C18, 1 g/6
mL (Varian ), =FL I T7I-N7
gAY NMMEL D AFALI=AT L (B
B, PSA =47, LEE): BondElut

PSA, 500 mg/3 mL (Varian #),

6. %E
B\TF R : AG245 B, PG4002-S Hifth
(A F5—-+ FLF®), Sv¥—:

EH-8802 (hb—F 4 7ty 2—H),
Ix¥—: MX-V100 (2 TEBEXER),
REDFA Y —: KU ka2 (Kinematica
), & D5yHER © KUBOTA 7930 (#R3U
AR B RYERTRD . 1100 LC-MSD ¥ A
7 2 (Agilent Technologies 8, 1100
J — & LC/MSD.SL, ChemStation ¥V —7
ARF—8 V)

LUFIat-@Iic W TiEM,

FABRFEsa~ N7 7 RERER (B
BUYEFTS, SCL-10APvp 22 hu—3F—,
SIL- 10AP #— h¥ 77—, LC-6AD &
wi, CTO-10Avp & F&FA—F o, SPDr
10AVvp UV-VIS #1128, FRC-10A 77 7
Sry 40 e B, Class VP T T
i 3 ), Quattro Premier LC/MS/MS
A7 2 (Waters &, 2795 Solvent
Management System, Quattro Premier
& 7 LN ERE &S ET, MassLynx ¥
— P RF—T g W),

7. BEBBROBR
7.1. BRE-OBLURTHVWARER R
AHERE G 50 mg FRM A, ThEhB~
O 50mLAEDAAT7Z A ZR/RVEY,
TE M ERRTE=PIANICERLE
&L LT 1000 mg/L 0 4&HE#E R A Ji
L= (ke LTAFLIEESEERL,
R 12HR), ZhboEEREO—ER
2F# 2R LEREZ A —7HIC 50 mL
BOARZ7FAIZEYVERY, 7TEF=F
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YATHRLTERS 10 mg/L BEDE
SEEREZRAM L,

7.2. BH-QTRAVWARERR

ApEpAIC X A/E (5 8.2.1 ) TV
TS 7.1 HOEREREE L ORRRICTHR
LR pe=h 2Pl ay 2R,
Jxr¥uxA—hrE&E, VAR
vBIRZuA AT A0 ORERREY
v, 5 v FiFic X 28E (56 8.2.2
H) oW TIRBIERRT,

8. FITHRE
8.1. BE-DICHBTH TR

ay be—ARE (BREHREZEE
PRnkERED ZRWT, B -ARBRER
Z31F B R BRI 4y O R AR T2 HERR L
Too BEMEELARRIZEET

8.1.1. FmEUAREORAR

ElA 200g 2T AR T I ATEY
Ly, B 7ETHRMLZ 10 mg/L MEOH
BAEREYSK 1.0 mL 2%ML, 40CLLT
THERELTERARELE, ThimHE
B BT AEIRERO D ORELE LT,

8.1.2. ¥ (FhHEBS(2H D EINERER)
Rk (K# 20mL : % 8.1.1 HBM)
0.01 moV/L #f 10 mL #/MMx, AT
A X LT=#%, 7Tb=FU/ 50 mL, n-
~XHFL 2B mLEOETA R 3g M,
X5l hFEYCFAAL, BEIABLE, T
rh=brUVEESEIL, HRILICETA
R ~FH U BEZ7TAAICEL,
0.0l moVL @5 mL AT =FI
25 mL M THETSFA X LIk, K5l

ABLE, TEF=FIALEE2EDET,
Fic7E h=FUAZMAT 100 mL iZE
BL, ¥02mLE2FTART7 723 THE
L, 40°CLAF ClME L TEELRE LR,
AE)—N2mLICERLE (TE2R=)
Y- K@), £z, o~FHBO1
mL #F A7 5 23243 L, 40CELT
TR L CTHEEERELRER, A5/ —0
4 mLICEMR LT (o~ ¥ @Rk .

8.1.3. LC/MS D&Y
LC/MS O#fERML, BBEF—FRRIEC
- T,

8.1.3.1. BEREIOAILT ST

#1520 XTerra MS C18 (Waters ), PI£E
2.1mm, & 150 m, K% 3.5 pm, FHE: 0.2
mL/min, AR5 pL, 77 7 ARE 1 40C,
M, Y70y b &l TRBR,

Solvent A: 5 m mol/L Eff7 »E="7 A
aREK
Solvent B: 5 m moVL Eff7 =7 A
EHAX ) —N
time(min) A(%) B(%)
0 85 15
1 60 40
3.5 60 40
6 50 50
8 45 55
17.5 5 95
30 51 95
30 85 15
8.1.3.2. HESHTET
AFwibEFR: =P haXT—
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(ESI), EA A E— K, & ABRE :
350°C., Ef@A A& 12 L/min, %77
A HF—FEF7:50 psi, £ A EAEE: 3000
V., 77/ A #BE: 50~250V, E&
BEE— F: BIRA A BHE (SIM, %
BIERSOERA A TR 2E2BR)

8.1.4. ERFENHHE

HEBRIE AP 8.1.3 HOBERMHD
LOMS IZEALT, E— 7 ERZHIE L7
7, BTHORGEERREAF /—/)v
CTHBRLU TR L 0.1 me/L OIEHERERK
ZEBBICHEL, TOY—7EHE O
12 k0 & BEERS OUINIR BT B B
RBERMHLL,

8.2. RE-QIZBITHFHTRIE
8.2.1. HHERAICHITHHHREDFERE
PLTFICRTHEC XY, FIEHEREAE
W2 ER D A E 7o B EE AR 4y DRl ) SR & BREE
L7z, Bt BREMRS & LT, HITHD 85
Ay o, B L OBRERIET 581
5 RS (VA bx—}p, = b7=0Tay
JR, ZzvbuRA—LE®, ¥
ArNYrBXRZarIZATRu) B
mLie,

8.2.1.1. EAEHOAR

BEAC U= 4FHERF (B8 4.3TH) @5.00 g
=R/ T7T7RAiCEY EY, 40CELT DK
WTCIEW2EMEE, 2221 mgLiR
EoRMABIRGIRERK 05 mL (B7%
X 1r8.3.1 3, BM 5 RAITHOVT S Rk
W o7) ZHEMLE, 77 2aE2K0H0
IR D BE S EMER LRI T TV, &
Ry AR eEICii S ¥ 5 L RIRICE

HrERIEE, ALV AZ /—1DIZ
BUWRBRLLNRL BoBERT, 77 A
akRERTFICKEL, BHZEILSET,
HHBRMERAORB L Lz, £/, KB
BB L LT, # 83.1 HOFEIZLBHR
AnE A e AR LT,

8.2.1.2. i, MEBIURIE

% 8.2.1.1 HORRHZOWNT, FHR—F
REBERIC L o8, BB ICHE (B
8.3, iBM 5 A2V T HRERIZHE -
72) 2TV, FERERS OFIMBE IS
AENEAZEB L, 72, FROREH
ST, BEFE—FRAREXHEAL, LS
BAL L, BER—ARAREOHMELZHK
21T (FEAITERE).,

8.2.2. SyrFICLDBHMEDLE
UTFIRTHFEICEY, BE< ) o7
AME0D, BERSOFH-FABRERE
FUBGE—FRBECB T HHDEL L
gL,

8.22.1. BEFHSLLSVFFEEHOR
a
W42EHOT v b E 2T 24 KITHT,
UToBREX»®E L, 58, 5%
ERERTOBEEREECREL, BB
BRI AR OBBIREEREFLR2DLD
PER LIz, BERSOBERER 3177,
A AR WL, Fu )b, =L
viray, ZrFAverBIUNF
aF/ — L ERESO% 80 mg & 5%CMC
AEHEICEBLT 8 mL E&& L, 50
mg/kg Bx &5,
B: e i, =FrEIs, 7
NT7 =) 2 ZarBEURUCAY FEERS
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D% 80 mg Ea—UFANICHEEALT 8
mL EZ&F & L, 50 mgkg BE&#H 5,
C: VA bPz—MEHERD 48 mg % 3%
HPC kBFZICBREB L T8mLEAEE L, 30
mgkg &&# &G,
D:EYIVT7EERD 32 mg % 5%
CMC ABEHRIZEE L T8mLERFL L,
20 mg/kg B &5,
Mz T, EBAEXE LTIEEABELE
(2 br—ABLUEIR, FHEFEE L
T)o 5%, AB LU B Kid 2 FFE#&IZ,
CHBIUDRIT 1 RM&ICER L TTEE
WHL, FEO%, STETKETICEN
7o BMOKRELREBEESIUHH L
Ao ERSZE 4 1R L, il LI
e O2T (A, B, CBEUD KD 2
G4 2=SAT7FAaicgdbd, kKB TH
EVHA P —TH—{L, 200mLED=
A77A2al210g % 2 R (FH—FHRE
M), 200 mL BN N 7 ABFILEIC 10g
2R (BEFE—FRARER) &V LoT,
FHR—AHREREZERATS2RIE250WT
i%, 0.01 mol/L ¥ 10mL, 7 =11V
A 50mL, n-~FHr25mLENETA
F3gEmz, BFE—FRARELELZERTD
2 RIZOWTH, &K 20mL &7 & b RTR
n-~FH 2 (1:2, viv) B# 100 mL % h0
Z, K TTHREVFHA X LT, BEFD
BABLICTHREVTA XX, 4 RBREIC
E LT QBEDOFETCFHFAF—%2HV4
ATRIEFIZAE), T, FE—ARARER
BRUBFE—FRAREICHEVEROBELRZTT
o7 (BL, BREEROEERIT 20 mL),

8.2.2.2. BE
REpw hY v 7 ADOEEEHKSR Y B

37D, LYERETEREOH W
7 AMEBE RS (LC/MS/MS) %
AWTHE 8221 HORIKEXBREL, BE

BEZREH L,

8.2.2.2.1. BERE /ORI ST

#1524 XTerra MS C18 (Waters f), P82
2.1mm, £ 150 m, K£E 3.5 pm, HitE: 0.2
mL/min, YEAR :5 pL. # 7 AREE 1 40C,
BEER, Y7V bR TRBR,

Solvent A: 5 m mol/L Fff7T »E=7 A
BHEK
Solvent B: 5 m mol/L Bff#7 »E=7 A
EHAZ /) —N
time(mi Al% B(%
0 85 16
0.6 60 40
2.1 60 40
3.6 50 50
4.8 45 55
10.5 5 95
18 b 95
18 85 15

8.2.2.2.2. HEBAMTE

AFFR: =7 baoRrRFL—

(ESI), IEA A E&— K, BEHE AT A (N2)
IBEE: 350°C, B A5 & : 800 L/h,
a—2H A(N)FiE : 50 L/h, Y —A T =|
v Z7RE120C, F¥ 7 VEHE: 3.8kV,
a—8BFE: 10~40V, 2Pz VBE:
10~30 V(Ar ¥ A EH), ERBAEE—F :
Multiple Reaction Monitoring(MRM), %
BERSYOTERA A IIE 3%2BR
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8.2.2.3. REMDIER

A=V L, Fxd FIHANT,; w2
dal, ZAFAIY, st/
e AFnAYBAT, STFFETFA,
FINTF w S AR AN K, AR
T—rBIVCRY I DTz oNT, B
7.1 ARBRICRAEEFREFAR Lz, =
nN&A% /) —NVTHFRL, EOWRIBE
7% 0.0005, 0.001, 0.01, 0.02 B XTr0.04
mg/L OB OEAEERRELHER L
7o FTORSHEMERED 5 pL 255 8.2.2.2
EHoOBESRMSED LC/MS/MS IZEAL, %
SR BRSO~ A7 a<w k7T bk
LT — 7 miEEE RO, &Rk
SO E R RENC, [FY— 7 mE % ot
ey, MmERIEC L EREREE
B LT,

8.3. BE-QIHBTHHT R
FHR—FRBREROSGIT LROBEL
B 1IZRL, SFEEOREM & LIRIZRET,

8.3.1. FmERARKEOER

ETHTHRELZESEREEREAZ )
—ATHRL T, 1 mg/L BLT 0.1 mg/LL
BEOCTFMARAEREAR L=, HEL
L7=3%t 10.0g (BAHDHEEIL5.00g) %
ZATZ7IFAaICED LY, FHRMABRGE
MK 1.0 mL (BB O#HE1X 0.5 mL) %
LT 30 oMK@EL, HINRE 0.01
mg/kg XX 0.1 mg/kg O FMEIHFE
LTz, &R, FREHLY IRETR
BEiToT,

8.3.2. HiH
R EHZ 0.01 mol/L HEE 10 mL /0%,

FEVFALXLE®, TEF=FI I 50
mL, o ~F¥% 25 mLEUETA 3¢
Nz, EbIcxETSFAL XL, %5 A5R
L, BHOSEEREVESIL, 1000X g
(2500 rpm) T 5 HELTREL, TE b=
FUAEESER LT (BREREHC TERM), &
A P EOBRBEYRE n~FH @R
FZ2alZEL, 0.01 mol/L & 5 mL BT}
T k= ph i 258 ml: 204 THhet
A4 AL, ®3|58L, TEr=FV
BZE LtROBEBICEDLEEL, ZhiT, 7T
F=FYUA%EMZT 100 mLICEE LT,
Z otk 20 mL (A6 2 g ¥82, FEAAG
X 1g48Y) Z4e— MDD, HwTF
rUTAL3gEMZ, REI>BERAWTS
S LRV IBEE-%, #EL, DBEL
TAkBEBRE L, ]E D BROSEEIEN
A1, 1000X g (2500 rpm) T 5 5%
DAEEL, KEEERD RV (ATEEHT
THEM), 7 br=rVLE%* C18 I =
FAHIZEAL, ZRNTCTE =1+ A 2mL
EEAL, ATHER, TERESDLNT LINDH
DELWHEEZERY, 40CUL T TRMEL TE
A RRZE LT,

ZOREBZTE N ~F Y (101)
2 mL 20N x THEM LT,

8.3.3. ¥H

RHOWHE PSA I=H T HIZEALE
%, BRETE R p-~FH (10, viv)
1 mL TV, TEEN 7 HICEAT HEH
E% 3EVIE L7, ®EiZ, FRIREHE 17 mL
2HTACEAL, AREK, TRESOH
T AhbOEEHEERILE (PSAE1
B, RWTXE - A%/ — /L (2:98)
10mL 277 LMZEAL, BHEEZERL
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7= (PSA % 2 Hi4y), ZhbDEHKE X
NFN4OCLUTCRMEL, BEEEZREL,
BEWE A% ) — 2 mL (BUOBEIX
1mL) (ZEML, ZhERBERLE LI,

8.3.4. LC/MS M #R1EEH
F8.13THIIMED,

8.3.5. RERDIEM
RBAEEREKE A Y/ —VTHERL,
&4y T R4y I8 EE 5% 0.005, 0.01, 0.025, 0.05,
0.075,0.1 B LT 0.15 mg/L DBREHRH D
BAEERELZAN L, TORSRER
o 5 uL % 8.1.3 HOBEEZEHOD
LCMS iCEA L, BT HBRID~ AT
o< k7 LRI LT E— 7 BEHEZ R
Wiz, FoWRRETOEREZEBIC, R
v— 7 EREIE 2 W & D, KPR AR

KLV EREREER L7

8.3.6. EIERDAH

REFmE2E 813 EoBRERHEFOD
LC/MS icZEALT, E—7mEERIEL,
Z BRI S OTMBETX T 5 EIURE F
MLz,

8.3.7. ERAEFODITAIRF
HRBRBERIL, 77788 (BL), #&
RARAEMEK (STD), HMNEEE (R)
RU= Y v 7 AFMEEEE (b)) >
7 2 STD) % WDIEFTEALT,

EANER : BL-1 — STD-0.025 — BL-2
— S8TD-0.05 — R0.1-1 — STD-0.075
— R0.1-2 — STD-0.1 — R0.1-:3 —
STD-0.15 - < h VU v 7 X STD-a —

STDD.1-a — = kU o7& STDDb —
STD-0.1‘b — R0.01-1 — STD-0.01 —
R0.01-2 — STD-0.0056 — RO0.01-3 —
STD-0.025

8.3.8. TS5 UHH

FZ 7 RB0 2 EOBED S B, BL-1
X LC/MS £B2LE S 57D ORBRIE
AREL, BL2&2 1y 7 7T v NgHTH
& Lt

8.3.9. TrUYHIRRERR

< b ) v AEREFHRO 2 BRE (¥ b
) w2 A STD-a, b) O LR ERAE
HpsiE o 2 EIRE (STD-0.1-a, b) DFH
HeoERDE, 28, b ) v 7 A
WERIX, 777 RBBK 1 mL 27X
BRlrzFRxajicky, ERIAM T CEHEEE
L7=#, 0.1 mg/L #E O &R IS ERIK
1mL (Z7ERF L TRRR L 72,

C. ARER
11 FR—FRBERICETHIRARRS D
KR (RE-Q)

ZBRIER S 1 mg/kg 82 2 BRKIZHEMN
Lz, otz aEivnar ba—A®i
B FVWT, fHBREIC T 5 EN R
BLI, (£ b TOME, 86 ITH, 7
£ b= b UALRUKRBIZ T0%LL LRI &
hi=boix 78 A4y, 50%LL R Ehic
HLDIX 8l KA THH-Te, —FH, n~FY
VB 50% L ERE L= DT e TR
ATFN IR THoT, n-~FH B
0% LU LEBELIEbDOIXT A AF =
FoHrae— b, TEXUVFRYZ, Ties
VI NSAFN, Yr—FBXTH
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SaxIVAD RS THoT,

1.2. HZEORERERE-Q)
1.2.1. FEKICE T 5HHDEORER
FHR—FRRER U= I
~FHUmHE) 2 L2BRO, WERiR
B s 5 O ENNER & 3l OFMEIN R 2 R
6iz, WE#HEB L7y b%2[K 3IZF
+, TAFXv=nZrZ/)=—vF, 7
WEAFHEBERCER DS (EUREIME
VY, BEMMEVE) RS ERWT, WHOD
BECEBELRERRDLNARP2 T,
FAFICIIHESBRA L L TEEFE—FRR
Bz kAR Rb T L, WELZERE
RO TRES BBV LEZZOND
WE (R A 2318, 643 AR IZ DWW T,
B B TR —F o0 F @V 2T
LTEY, BEOHRECHEIZOVTY,
MO RIIF S T I REO T AR
PEWVFAREL RO TEY, FHR—FiE
DA AERHER S,

1.2.2. SYrFRIZEAHMHDED LR
FHRBRER I3 0MER LOCRF
—HRBRECLI2/TTHEO—RKER 7 KK
T, BV IVT7 2 VEERREICEWNT
ERRHALLT (<0.01 ppm, 0.008 ppm &
ERE) &oto, BEFE—FAREIIBWV
TREALENRTERW=FT T 4, [H
IWROEWS A ho— FBEITA Fa Y
ANTHIZ, ThTh, ThERBRLUICE
ER/{LohTWVDS,

1.3. i —FRBREROE MR RE
@)
1.3.1. ST (BENASRAFTOET

B) 1B T5BKER

Z BN 1 mg/kg F X4 AR RKICHRMN
L, a2 EER2vnary ba—AR
BErAWT, RESF70RR, FFL
BTOHREBIY PSA =47 LHITEIT
AOoER AR L (£ 8),

85 By 5 B, EUNLEN 70~120% (FF
AR A) L OIE 73 KRS, 121~200%
(B-1) @®%Dix 3 K5, 50~69% (B-2)
DL O 4 sy, 50%EN (C-2) DbHD
X5 mThHoT,

PSA I =47 AT D OENRIIT, B
1 B4 62 R4y, H2EMEL 23 T &
=

“hb 85 B oWT, RESF 7
nru= b FabICE, BELEEL R
A EY— 7SI Nl

1.3.2. LC/MS B &4
ZEBERSO S N—ThrT, REERME,
(RERE, T4 —A4 v, BRABRHER
CHIERA O LC/MS RIEF#RIZ, £ 21
T Lz, 85 MOBIEMTIX, PSA I=
HILDESYE MSRIEE—F (K¥7 +
T/ xHT 4 7) OMABAEDLEITLY, 4
IN—F T TRIE L, EIZPSASE 1
B4y« ROT 4 72— FRIEO Z V—T 1
HBESBENE D, 2 TA—TITHHE
L (AL, BFTRER L TWRW), &
MEINRER XS V—TBIZITo72, PSA
BIESY «  RPT 4 TE—FRIED T V—
7, PSA & 2 Hisy « RYPT 47— FRIE
DI N—TiE, FRERR—SHTREHIR
BEERIN L 7=, FIARIC, PSA S 1 5y« FH
F 4 72— RRIED S NV—7, PSA S 2 H
5y e FAT 4 7TE— FRIED I N—TIT2
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WTh, FIREINL TothiiEZED T,

1.3.3. RERSIUERK
TROSITHREEOEIRE (0.1mg/kg
) BHERIC/ER Lo ERO BRI
BiraEE, B LUHHEERE (12) %
R OTFE LD, T, FRERSTORE
BMo—FZE 1R d (® 12, A
ERMICBITAvARRY MR HEER
L),
ERFOFHMMRE (r2) 1%, 27TRABT
0.995 LA E & 72 oo b DA% 63 FL5y, 6 FAK
T 0.995 LU EDH DN 14 Ry, 5 RET
0.995 L LD B DN 3Ry (T F
NS AFN, INRATF A4, BT
AnTarxFiv), 4 BET0.995 ELED
LON1RES W7y Pr), 28
T0995 LA EDLDOM 2/ (Fa/ EA
N7, 7aF A7 L), 1RETOHR0.995
UEDHDN 1Sy (FrERAZFN)
Thh, ANTzr TS IZONTIEE
TOREHZBWTAR (0.995 ki) THh
-7 (¥ 10),

0.0lmg/kg FMOEILEERH T 5B
E LR/t (0.025 ng) 1%, TH
£ (£ 2, 18EERN) bbb, £
85 R4y, F Bt ORERICR W TR ATEE
Tholz, BL, ZHIXER ED SN HH
LEELELOTIRARL, RBIZXDHE
WEISHDTH D,

1.3.4. FMEREOHH

7T BOBKEY (FOHA, FOEW,
LD, 97 E, 2T, FILETEIR)
2% 45 % 0.1 mg/kg & TF0.01 mg/kg #H
LUHEML ORI RER 11-11~11-7

=R Y, £7, 0.01 mgkg FAYSHTMOET
WxtBRED~vRAIa~< 7T L%2K
2R Y, =L, 001 mgkg VL TOD
BHEEETHo Y, EUERITE LV
BERH->BEASITOWVTIE, 0.1 mgkg
HMYFEMRABO~A7a< 7 L2757,
1.3.4.1. 0.1 mg/kg &M

0.1 mg/kg M TIX, 54 (X)) ~T70 K&
4y (485L) OEMLERN REFREEN (70~
120%) Thotz (£ 12).

EINEOFHENES 70~120% (A) &
LEBE, £TRNTCERERRFTH-
7D 41 R TH Y, 6 BWET 12 pl,
5 3BT 4 R4y, 4 RBHT 6 A4y, 3 REH
T 7Sy, 2RBIT 1S, 1T 25K
PIRENEFNREFTHoT, £, £2TH
BHCBWTEIRRRARR (<70%, >120%)
Lol bDiX12RyHo72(F 130 L
).

EUL RO FFH LR E 70~200% (A +
B-1) ¢ LEHAERE, £ 7 RBHTEEAT
BHolbDN 43 R THY, 6 AETIX
12 4y, 5 3RAFHTiX 3 sy, 4 AEITIX 6
A4y, 3 RABTIX TR, 1 RBTIX 2 AR
SREFENRNFRERARETH- T, T, &
7 RELTHEIGAA (<70%, >200%) TH
ST b DT 12 Ry H o712 (£ 13 DFE),

BN ROFEMESRE S X BT L, 50~
200% (A+B-1+B-2) & LHmEER, £
7 REHTBEE A ThoobOR 59 AT
Hy, 6 RARTIX 5, 5FETIL6 K
5y, 4 REHTIE 4 K5, 3 REFTIH 3 A,
2RBITIX 4Ky, 1RETIR2HROBE
hNENERTTETHo =, T, 2THRE
ICHERGARE (<60%, >200%) 3 2 psr
oF (£ 13D TFE),
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1.3.4.2. 0.01 mg/kg #F0

0.01 mg/kg HMNT, 49 (X TF) ~67 ik
4y (FORRA) OEIRED BRAFRHEEA (70
~120%) Th-ote (F 14),

B RO MEREEL 70~120% (A) &
L72BE, 2TRECRINERRF TH-
7D 33 K3 TH Y, 6 RET 18 mls7,
5 BEHT 9 KR4y, 4 BT 5 B4y, 3 BB
T4 RSy, 2RBIT5 Sy, 13ET 4 R
DARFNTRERF THoT=, £, £2THRA
FHZB W TEIRER R R (<70%, >120%)
Ligole b TS H-T (R 15D0L
).

B ROFEMETESE 70~200% (A +
B-1) ¢ L7EBEE, £ 7 RBHTHEEAIT
o= b DIX 36 BL5T, 6 BB TIL 16 BR4Y,
5 #RBHTIX 9 Bk, 4 BEFTIE 5 B, 3
REFTIX 3 Ry, 2RABITIE S B, 1R
B T4 BRaBEhEThBELIRETH -7,
Tz, & 7 AR THEIGAR ] (<70%, >200%)
THholtbDIXTHRAH -7 (£ 15 OF
B,

EURROFMERESL S HIZIEKRL, 50~
200% (A+B-1+B-2) &LiHEE, &
TREHZEIE A THh o2 b DX 48 5T, 6
HRENTIX 15 By, 5 RBITIE 2 ik, 4 R
BT 6 4y, 3 RAEITIHE 6 Fsr, 2 AR
T 5 R4y, 1 BB TiIk 1 lRasehnth
BISHRETH -, Fio, £ 7TRABTEE
AA (<50%, >200%) Th-o7bDix 2
RordhoTe (& 15 DT,

1.3.4.3. ZEEERE
# 16 CENBOEERFEA—E |
(RSD) ORHFEREFHBGNICE L TR

4, 0.1 mgkg FMOEIRE (n=3) OE
B (RSD) %, 79 (A1) ~84 B (4
) B 20%LUTOFEFHAEANTH T,
0.01 mg/kg MO EIREOEBEL, 73 (X
) ~82 4y (FORTHE) 3 30%LLTF D
HEGMEANTH -,

B OEBFREIC OV TIE, FBHIC
B 2HBRRZEEBO N0l

1.3.5. ThUuORER

WEOERERKE (A) L~ M) v 7 AR
fuERETSE (B) O — 7 B0 LBER
R 1TICRT, £, TOEHBEREZR
I8BLR19ICE LB, AiradgARE
DEEFEBICHTI~ M v 7 ARRERE
BHEOLER (A/B) #25&, 58 (AT
~71 S (FOfA) Tk~ b v 7 A%
BAFEEAERD LN o7 (FEE 0.90
~1.10, # 18), ZhizxL T, 1 (D
e, 572X, BN ~6 Ay (A I
DWTIE, FTOLEN 15 L EBLLLIZ0.5
K (RS L ISRy OB T
MAEEST) THELWVWEENEBDL
y Py e

< bV o7 A ROFMENEE L F
(A/B) T0.90~1.10 & L7z3HE, &TR
BITEEARDLRRNLON 43 AT
HY, LT, 6 RARTE 1384, 5RET
ix 8 B4y, 4 BT 6 RSy, 3K TiT 4
Ry, 2RBTIR 2 THoT, FL,
2 7 AR TEEETTLIEHEE (<0.90,
>1.10) B8 9 A Tho7=(F 19 D EE),

FAHEAEL 0.80~1.20 & L7eHGHE, £
7 RETREAANL LD HLON 58 A TH
bV, BiZEHELE 0.50~1.50 LIER LIS E
i, 1B RS SRR e o 7o (3 1909,
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TB).

1.3.6. 75 oBRBEOHERR

7T BOEKEY (FOHAE, FORER,
EOFFR, SR E, AT, FHLERUHEII
D& 7T 7 REHZOWTIE, FRIERS
R4y DARFF B M T (S R MR Sy D B — 27 23
BRIHENBZLRHY, —HTHHRRTD
ERBAABLERIBENRD 7=, KEK
SOE—21X, PMERIOE—7 LiX
FRNBBERZHAL, WIRKRICER L TW
DBEENFTLAETH-, & 11 ITBW
Tik, EBHBEBRRE—2ZIZ20WTHKT 7
v o B (FRBE R 5y O B TEAE) Z g L7223,
TS IREERORHEICIIRB S 2 h

27,

D. EE
1. FR—FERZRICBETHIHERTD
i HRGR (R ET-D)
NEEORTHICRE VT, BE—FRRIE
OTE M BERn-~XH o HETIE, A
WEICHHShFICKE (BEEEY) KR
BT ARONEERD LN, ABRFHIRT
AREESICE LTI, Fo@EMAEICRE
NaHZ LIRS, Ff—ARERE
ROBPE, 7 =MV ARUKE #<
EATRIEIC LV KERE)~ORH LY,
Chic RS ORER L UCHBICERET
AR ER EFEOLEZOND n-
¥4 (BEEEY) BMALATVWDS, K
BRI BT A HBRTIT, BEHRAES
R LCMS TharZ thbbTFRIND
Loz, HEBMAKBEHEOBVERSBRELE
FhTWa, #-T, FR—FRARERD

HHECBVWTY n-~FH U BIIOES
NHRAEP7%3L, ERT0%E2EHEL L
T8 T8RS MB T b=k VALKV
K@ EhT, ULEOKERPD, &b
RiZBITAEE50EL LTHA—FRA
BIERAEATAIZ L L L, TORMBPHE
(EBRHEREH 5O BRIy O H%=)
AR L ET (BRi-Q), ERORF~
MY w7 AFEETCEIT2ERAEERIET
Bk r Lz (ENRB L CERMRE O
¥, BE-®).

2. HHEOER (REH-Q)
2.1. £EEICEIT5HMEEOHER
IEiZ7E =) AZEIPTZ EIX
WEETH 5 Z b, HH—HFRBRERIC
B AHETIE, 4RO BRERSIIAE
Bh & T p~nFH UIZETHL, RWTT
Fh=bULZREEEND EEZBNRD,
ERICHHENRFRETHD L EHRT I
Wiz, B LFIERCBERTZRA L
THEEBEELRENLOREIRER L, #
HORMEER (RERNOERE) 2k
B L7, EORER, STECEITSREN
B 52 2R, MERERRES DVIEK
MM — 7 OFEEICLVRE LERESR
#7254y & BV TR O BEURIXIFIER %
Th otz MERAD S O ELIFRHFRANE UL
FH FE BB ERIICBNTHRES
hi=ds, ZOEXRK20%ERETHY, M
BErixkohwiEzbhsd, #iCkED
il FERICEB S &b, ThbD
BEICISTOBRENS TS L TRSH
5, ULk, iHEE<cHLZTE =PIV
LoBFERELIEVEZEZX LN DB
2 ) w7 RACBTARPNOERENL, F
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H—ERBRERD, BE~ M) v 7205
O RSy ORI HB R I HER VT &9
ERTETR,

1.2.2. SYrFRICESBHMEDO LR

B —FRABELHFR—FRRERO
WH &) ZRERE FHEOBRERD T
BO#E LT v b ORMHATR %547 L,
BIEMEL Lz, Z0, BEF—FR
BiEOMMBERIZ, BEOEVEARIZOW
TiE, BREENELDOTHS LV IHFTRIT
ES5x, FR—FRBEROMHBHELF
ffiL7-. EREBHEAVTED, RBRHMK
RBENR LD LR, OmAET
BiF2ENRAHRTELIRIVBIFTENT
Wb l, ORFOEBMEICBERFZESZ
L, QBEOME GG "EL2VWI L,
@aMEMHOLDNRENEEL 2 <, TR
THEHYRBREORENHAD D Z L 2EER
LT 11 MOBRERSZBIRL, MHZ
R L T2ENLFMATEE 2D XD
BE LT, BE5RIIEMRS OBEFRICE
S, HEAETEREOCREELGLN
HZLEBELTRELEL. RROKR,
BE7E— 7 RABRE TIXEIE BRI KV,
LR E R 25y (=7 BT LB X
B2 bx—1) 2BRE, FR—FRARE
Riz L3 EEREF-FRREOTHIC
WL U, £z, SHriEoRYER Lo B
REBRENTWVWDE LD LHERBEINDN, F
H—HRBRERC L ZHEMHAGEF—FR
BRitx 240 LEAHERERONBE S h,
FOFFITFERD N2 o, UEDZ
Lk, Fi—EFRRERIIOVWT, K
FBEER S OB ICHBEN RN LR
TaEN, ¥, HBAEEERRSICHY

HEMERTRENT,

3. FR—FRBEEQE AR (RN
@)

3.1. LC/MS HE

0.1lmg/kg HEMOEINEEZRHTH72D
R Lo E#R (0.75~0.125 ng) I3,
LM BIFRERMEERL, £ 7 RIE (7
B O A HERICER Lo RER) 2B
WT B (£2>0.995) Tho7zb DA 63
Raykizotc, LLEMb, £TRED
N, FOXHLE (4 fILLE) 2B WTH
ERAEAD LT NETAIALT, TuEk
ALFN, ZOFRAFLERANT =/ b
SV LD 4 RATITHOWTIE, LCMS JIE
BT AEERMICENS D LT ST,
FOMOSFT R RR S DR ERIT, 3F
FAMEEERL, SRR TOE
BMLRGTHD LB EhE, 473
JEY AT oWTIE, 3 BIE THEBAK
7 0.995 KB ThHoTcZ Lh b, DHTICER
LCHEREICOWTHEERRLETHD L
Z2xzbh3d, ¥, AFFIALTIZHONT
i, BEEAE L EOH T R A
HAE AN AEMMBRD bz, B
MIZIRERRBD O o T,
0.01mg/kg MO EILEEZ FH T D HIT
RE L-R/RHE (0.025 ng) 1, TR
EizrrbbT, £ 85 iy, FRBOH
ERIICBWTRHRAIBETH-7-, AL, Z
NITHRBICES<HETHY, ZRHED
S/N e b D EEMIZES O TR,

3.2. EUNEERHER
B RO AT R A& 20 (TR,
i, FTOREGTFMER 21 1T LD,
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