BIWIVE £ 1 O TR S V5 Yy B D 5y BB OB &
T2 PR
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JEAE R A B A B A (B DL MR ENF T F )
B S~T HE AR S E

WM £ St H O B SR O FR(BICE - D WFE
ML 5 T O TR K QNGB E D o3 TIE ORESL & %5 VERFA

WroesyiE BH CEEE) #E ESZEESREANIEET R B oER

MRER

FREORNA EU ~H 358120, B HIEERLEDOE=2) Vit a E T 20N D5,
AWEDPRHSNTGE1TIE, JRIR 2 R W B E 2358 T35 E T EU ~Of 3 1k,
DI, EH e THD EU ICBITDEARHRE T A WESHRHSNIZHA I, BAEICE N THY
I ROMREE EEL ., FIRNFAEEZ TOLER’SHD, ZOLH72FRISGRE TS, R
DIRFHIDITIE, JRRZENCE T 20 HTEDEM AR AT R ThD, SF01 5 FEIL, EU T8
PR ZHRH T DERIROONHF=HI T REIZEBNT A WEBSRHINT5E O RN
ETDHIHEEL T, IR D 2-FTH 7T v 4-FF TV KN 6-AT IV 2-FF 772 )V ohTikE
WL LTz, AHTEIL, SREHTHERR K N F L o D7 R WERRIA TR 2 RN, 3-3—R o 7nm
SRICKFYERILL, PE AR B UN-E oA n R AL E ARSI = T A TR 214 . LC-
MS/MS (ZEVBNET D HETHD, £z, FEkO BT, FIRP OV IV T 7 RSB HTIEE
ST ASHTEL, B-I N ru=s —8 T UNZNT 72— LR D K S AT
TA=T 4= RTLTREL | LC-MS/MS IZEVRIET 2 HIETHD, HF0 6 FLEIL, #ifti 5t ThoD EU
TITONARETHREND A WEPBRHESNT5E OREFAEICE T H0HELEL T, PO
T aARFAHE R QAT ISR EGHTIEEZ TS UTe, AT A REHTEIL, ~F P fafn7 eh=
RIVHIH B OS5 Dts 7T 7 7 A —Ry /2 F Lo VT I-N-7ae L U U7
TNFEEI=HT7 L CTREL , LC-MS/MS IZXVRIET L HETHD, Flo, AT VUM HTIEI,
TH =)V K91, viv) THItH. . B-7 Vv a=F —BIC DMK fRE4T O BAKPE RS A SDB <
=NTEROT I TN IALS I AT NAI= D17 A TREIL | LC-MS/MS ([ZXWHIETHHET
bBb, B 7 EFEIL, EU TOEMARREICBOT A WESHBHESNIZSA ORNFHEICE 755
PriEL LT BN T O= A5 — VS HTE R O/ BB T O BAEENSE S HriEZHESLL
Teo =hRAIZY — )VESHTEIL, 7R R OBERIZ L D00 %, IV A A4 I =T LT
FEHRIL  LC-MS/MS IZEVWRIE T2 H1ETH D, £z, p-1EEE I TIEIT, TR AHH R, AL
WEMYE =L X B -N-E =B R AL EARI= D7 LA THRL . LC-MS/MS IZXDHIE TS
FETHD, 24 PR BROFE R . ARFRE CHESLL T2 T X COOMIEIR, B, OMTHE. =N
R EE e ORI D B A 7= L | TG ZR [ R 28 B K OVt A BRI 32 5% B o pmiE e LTy ¢
HHZEDFER SN,

T SR RS A FFFEE
(—H) BARMDHTE & — KM E A (EU) -~ 4 A2 o By £ 5 o

Wiy HAZBR LT, BRONGE S M OVBE S 2 LA
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(EU) 2017/625, BkMZB=ZAEHHA] (EU)
2022/1644 K OVERMN 2= B o= £ hE BL A (EU)
2022/1646 (KD X | REMEE=4 U 7
HZER L. AME (AF AN, TR
W, ATuA NE, B ) —LE2gh L0
VAR 7 b, BAFEIEE, smT AT =a
—NVEDOZOMOEEILYE) KOBWE (Hid
PEME . BmAl, Bep Al BB, BEERAL
AT oA FHEFIRIERE, i 7 2P0 LH,
T OMOIEBIEVENE) OF=4 1 v 7k
HATOMEDN DD, BWENE=2Y  THL
(HFlge, BHIEE) 2B S L& 1l
iR L, EMEEAEE LSRR O
PEDROBND, —FH. AWEIBRIEENT
Haicit, FREHA LK OLERHERE T T
%% T EU~ofHidfsikEns, £z,
e ThDH EU TITONHMETHAND AWE
DRSS A IR, BAEICBWTHE
WOMAZ EM L, IR ZTT O LERH
Ho T TAMETIR, =2V i E
721X EUICBIT DHARFRAIZ )T A WE DR
B SN SEA IS, RERZEIHICE T 590k
ZB%E L. BN ZER 2 O i H EBY £ Toxtii
ol g D IRHIOREEA B E Lc, BF0 5
X, EU ~OFRHHEEOE =2 Y 7k
BT 2-FAHT T IADBKRE SN E OJRIA
PEICET DD, FRPD 2-F4 T T L,
4-FF T T IV RN 6-AFIN2-FF 77 )b
DOYNIEZERESL L, £ O PEREZ FEM L 7=,
T, VYALVAET 7 N UEBBRH S
GaORKRMEICE T 2720, FRPOLY
IWNET 7 SR (0-ZAL, B-ZAL, ZAN Kk
Y ZEN) DL a ML L, AR /3BT kR
Rl L7z, A0 6 FEEIE. BU T AR
HICBNT A WERBE S 2856 ORI H
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BIZETHoMTIEE LT, FRATORT A
R (A RNTUA =L, TAMNAT B,
TF )T AT IA IV FERA LT A
THa—L, AFILTANATO, BEiE L
YRR TEHRAEYURRA KX T
B AT ) GIEROAFANE (P
TRA MR —) VZFIVAFIANRA FBE—
N OINFEA M —/) SiTiEZEESL L.,
T DOREMZTM L7z, S BITHMTHEEIR,
MW H O = kv A I XY — VESHTIE R D
FBBATO B (7 LT T r—,
F7 MR, YALTHEE—)L, AN T O
—b, T a—)) GTiEESLL. Zh
O DIHTIED 2 A2 3T L 72,

B. WF5E 514

[4Fn 5]

(1] 2-FF TV, &FFUTINVED 6-
AFN22-FFY T UNGHTE

1. K - 3l
2-F A4 7 T b fl £99.91%  (Toronto
Research Chemicalsfi)

4-FF 7 F v #iE98.9% (Merckfd)
6-AFN2-FH T T )b HiEIR3% (Merck
gy
[BC,5Ny-F A7 F b ([BCNyJ-2-F 47 5
V) HiFE97% (Toronto Research Chemicals
gy

[BC,BNo-4-TF A 7 2L #i99.3%
(Alsachim#l)

[BC5,5Ny]-4-t R X 2-A L7 R-6-AF )L
U I YUY ([BCs,"Ny]-6- A FIL2-F 40T v
: fiFE99.8% (Alsachimf)

7 h=hU/L: LC-MSH (Bs{b22HL)

T R=RNU AZ = R, BERE.

V)



U= KkFEATV UL KT Y DL
Kl (5t 7 A L D FDGHSESLD)

TH ) —)b Rk (99.5% ;U A b
UrKEZFT N UK S H
(Merck #4)

TFL YT I CNERR T Y U A KR
Yy RERFEH (RAb PR 2E TR

3-3— Ry rynm I R R bR TEER)
o ARUPUNEDLER]Y RUKES
K X =% Z L : Oasis HLB (150 mg/6 mL :
WatersHl)

AT T T 4B — PTFEV U U7 ()b
42— (0.22 um : FEEAHE R )

1 molV/LV gz Ek (pH 8) : U /KK
TV T LR21 gh VY UEEKFZE S MY AT
KFNi186.3 glZ/k & N2 TIRD 20N & IAfR |
KA Z CIEMEIZ500 mL & L7=,

6 mol/L/KE&{k7F b U 7 A¥EHK - KEE(LT MY
U 5120 glZ K EIN A CEER% . KEMA TIE
12500 mL & L7z,

0.25 mol/L=F L > U7 I IUEHRIAK : =5
Ly U7 R UEERR T R U T A K FI9.3
glZ KHI80 mLZ Nz 7= . iR L 722 56
mol/L/KEE{t 7 kU ¥ LAYSHE CpHZ 8.0IZFHHE L |
S HITHN0 MR L CiEfiitg ., KEMz <
EREIZ100 mL & L7z,

3-F— KRRV T I R AX ) — VIR :
33— RN U7 R20mgll AKX ) —)b
8 mL % Nz CHR L7z,

BRI : 2-F AT T, 4&FF U720,
6- A FIL2-FF 7 T LV IT A EEAE L K10 mgE
L, =& 7 — VIZEMR L TEILZ 1100
mg/LDPEJEDVEIR = FHEL LT,
[BC,5Ny-2-F A7 T b [B3C,NyJ-4-F 4
7 b, [BC5,PNy-6- A FIV-2-F A7 T 2%
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FREHES 1 mg ZREEL, =& /) — LICEEfEL
TEINEI 50 mg/L DIREOUEIR AT L 72,
WINREHERIR © 2-T 40 7 2V OVEHERUK, 4-
F AT T VNV E o TV6- A Fv-2-F F 0
T UNMEERIKZIRGR, =% ) — /L THR
L 0.1 mg/LEEHERS R 2 i E L 72,

WD PNAEYEVR IR« [PC,PNyl-2-F 4 7 T v v
WAZYEFR . [PC,°NyJ-4-F A4 0 T 2 )L NAE #E
JFIE K O BC5,9N]- 6- A F)V-2-FF 7 T L LN
R Z IRA k., =% / — /L THNL T 1
mg/L WEEHEAIR 2 i3 L 7=,

AEF L IR E KRG R. 5 3500 EIEET 5
OyRim L oyBE L. EEAREREE Lz,

2. A
o—X& ) —x /NRL—&— :N-1000 (FLH
{b 2k L)

0oy B - H-60R (=27 )
pHFF : F-72 (JasiHl)

&L O EIEAKME - BT101 (v~ HAERED)
LC-MS/MS (RIESM : & 1-1-1)

E B R A—h—
Triple Quad
MS 6500+ SCIEX
LC Nexera X2 SR ERT
7 — A JLEE | Analyst SCIEX
3. ERE

7K2.5 mLIZHER£10 uL &% TR0.25 mol/L=F L v
T FEEETRIR100 pLA N &, AEAEAIR K
OPWAEHERRIR Z WS L=, 0.5, 1, 2, SKEO
10 pg/L (PEEHEVARRIES ng/L) O D NEETE
IRAERERR AR L7, Z ORI pLZLC-
MS/MSIZIEA L T, 1§ B4 72[PC,PNy]-2-F A
U T VIR H2-F AT T b [BC,Ny]-4-
FTAT T INIIKT D4-F AT T KD
[3C5,5Ny]-6- A FIV2-FFH 0 F i xtd 56-



AFIN2F AT T IIVOE— 7 HiELE W
THREMEZER L, ABREKL nlLELC-
MS/MSIZHEA L, BREMRD D NHEELIC X
N2-FFT TN, 4-FF DT IV K6-AF
N2-FF T UNDOEEEREE LT,
4. WINEEO &L

FPRZES a. TS CTRITBE AT 721, IS
INAREHEARL (0.1 mg/L) 250 uL K OSSO W
FEAERHE (1 mg/L) 125 pLEEIM L= b D& TR
IERELE L CTHW =,
5. PBRIEIR DR
a. RAIALER

B 2.5 mL 23 D (15mL %) (ITERERL |
HEWA 10 pL % TN 0.25 mol/L =F Lo ¥ 7 2 I
FERAVANR 100 uL &Nz CIREG L7z,
b. FHEMCLUS

a. TIH BT IRIEIZ] mol/L Y o B & i
(pH 8) 7.5 mLK U3-F — R_ L7 m 3
R« X% ) —VARIR250 pLZ& Iz, 40°COKHS
HCe03 IR & 5 LTz,
c. fuid

b. THONIEKINKE, HOENTDAX
— NS mLEOKS mLCars 4va=v7L
o= R P U N-E= e ) RoodtE
AR =47 2 [Oasis HLB (150 mg/6 mL) ]
(BT LTz, DB N A KS mL TV, BER
=0T MMTAR LT, KS mLEUUK/ A H
J—v (3:2) 5mLCIAKRGEE L7-%. 1450
W5l L7, 7 F=hF U /K25 mL THEH L,
EEAE 77 A3 25 mLE) [I%TF-H%, 7Tk
F=RU LTS mLIZERL, AT T 7 4
B —THIE LT b DERBRIAR L Lz,
6. ~ LU v AUIIEERER IR O 7
IERINEABRYANR2.S mLE 1 — & U — T /\R L

— & — (40°C) TEMHE L., 2-F4 U721,
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4-FF 7 TN 6-A FIV-2-FF 77 VR
AlEHeE (0.001 mg/L) 2.5 mL%& 0Nz CiEfE
Lieboa~ b v 7 AERERIR E LTz,

2 MR R

AR % S G TRINIRFE 10 pg/L CHERERTARR
Bz Ehi L7z, TR TICERE T 5REEICH
T2 RMBRIEDZ Y MM T A R T A i2o0
T) (YT A T4 ) IZiE>T 1 H
2 M7, 5 A OB FEREITV, KIERE
INT A—=ZEROT, FIR%E 5a IZHE- THI
WL AT o 7otk WINFAREHERRHR (0.1 mg/L)
250 L S ORI AR ERS R (1 mg/L) 125 ul
WML b OEEMEEE LTHWE, 72
B, WERIMEE N GEEIHREZEZ NS 2-
FATTUNDOE—T PRI, 2-F
F T AT ONTIE, IINEE N BE B
7R TEAE > & BRG0P B % 725 L5
TAEZ AW THEMERE T A — 2 2 HH L=,

7.

[2] VYA AERT I b UESITE

1. AR - Rk

B-ZAL FEHES, - FiFE 99.22% (Merck f)

ZAN HEHES, - WEE 98.0% (& L7 A L AF

il )

ZEN FZEHEN, « K 99.5% (Merck HY)

o-ZAL BEHESL © HIE 98.6% (& L7 A L At
il )

AL )= PR RGN (B EY)
AR )= @mEEEs e~ N7 7 (&
7 AL SRS
TER=FUV: @mEEEKI e~ NTT T ¢
— M (BER )

Fefe, WEBR T N YU U A, FEBET U E=T L
Feik (BEHRAEH)



B-rnrm=F—8B/TIVNALT 7 & —F

(Helix pomatia 1) : ZE{b M (Merck H)
A L) T T4 =T 4—HT b : ZearalaTest WB
(VICAM #)

AT T 7 40— Millex-LG (0.2 pm,
Merck )

0.25 mol/L Fffe 7~ ~ U 7 LRMTHE (pH 4.8) : FF
B rY) U A41gihED, /K200mL 2012 T
AL, HEECpH % 4.8 IZFHFE LT,

FEYEG © a-ZAL, B-ZAL KON ZAN [T454E
HEGLH 2 mg (0-ZAL 134 5 mg) ZMEL. £
NERKR/TER=RUL (1:1) LT
100 mg/L % ORI = FHE L7z,

ZEN [JFEAESK 10 mg ZFEFEL, A ¥/ —b

(FHER 7 v~ N 72 7 H) \ZEfE LT 100
mg/L IR DOTRIR 2 i LT,

IR R IR - SR ER 2 1R k. K/
TER=FUL 3:1) THRLT 10 LT 20
ng/L IR G AEEA IR 2 s L 72,

Rk R E L<IRAE®%. 4 3500 [EERT 5
o OTEEL, REALZREE LT,

2. IRE

H—Z Y —T/NRL—H—
A

: N-1300 (B R

pH & : D-72 (G H)
& O EIEAKM  TIN22S (b —~ A Bl 52280k
)
B 2 &Y — : AUTOMATIC MIXER S-100
CETE Y
LC-MSMS  (MIE SN - % 1-1-2)
*OE A K A—H—
MS Trllzllg:o(())uad SCIEX
LC Nexera X2 B AT
T K AL Analyst SCIEX
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3. =
WIMARAEERKRZ KT h=FVU L
(3:1) THIL, 05, 1. 2, 5 LT 10 pg/L

REOREGIEERK ZMB LT,

uL % LC-MS/MS IZFEAL T, fbhize—7

AR A F O TRER A ERR LT, SRR 5

uL % LC-MS/MS IZHEA L, MRERRD sk

Z DV 5

BRIEICK Y a-ZAL, B-ZAL., ZAN KO} ZEN
DEBEERMLE,
4. WIMERELOFHHL

APRFEF 2 mL T, 10 7213 20 pg/L BED
IRAEMERKZ 02 mL RN L7=b &2 ZnZ
FVESHNIEEE 1 KON 2 pg/L DFshnatel & LTHW
72

5. BRI DR

B 2 mL A0 (50 mL %) ICEVERD |
0.25 mol/L Wif&7~ U o AfkfEik (pH 4.8) 2
mL ZMZ 7%, 0.25 mol/L EEfE) kU 7 LfE
fEie (pH4.8) KUB-Z N7 a=F—F¥/T7 UL
AZNT 7 A—BDIRIK (9:1) 20 pL 2%,
RBRE IF Y —CL<ER L, ZhaER
L7ct%., 55°COKIHC2 IR E 5 LT,
RS E BEICR Lk, AL/ T 7 4=
T 4 —7H 7 5 (ZearalaTest WB) (ZHfif L 7=,
BLE N A K 20 mL THEVY, Vel Z A L7,
BT BEKIAZ 7= (9:1) 10mL T 3[EE
B, AX /) —)V 5mL CIEH L, WK%
n—4 Y —T /R L —%— (40°C) TIEAE L.
ERR[IM T CBBEERE Lz, BBWE KT
Eh=RrUN B:1) 2mL IZIFEMEL, AT
TUTANE—TAHI LD DERBRIAER



L7z,
6. ¥ MU w7 ZAUSHIEREVA IR O 5

7 Z v 7 RBRAKE 1| mL ZE0E (50 mL )
WL, =% U —x2\RL—&— (40°C)
TEMEEE L7z, s, 1 £7201F 2 pg/L DR
AR 1 mL 22 THEMR LI b D& Zh
FRO2ug/LIBED~ NV v 7 AEAEYSHR
L7z,
7. 2V AER

AR 2 PTG EE 1 KON 2 pg/L CHERERT
i FABR A T U7z, TR ISR T 5 RS
IZBEF 2 RBRIE D Z Y PRI AT A KT A 1T
(Y MR A KT A4 2) 1T~ T
1 H 2 0HM7. 5 BREIOES DI FEREZITV, &
PERE/X T A —& ZRbi=, FRFE 2 mL 12,
10 F 7213 20 pg/L IR FE OIRAIEHERRK 2 0.2 mL
WINLT2 b D& ZNEHIRIRE 1 L2 pg/L
OEMARELE L THWEZ, Aok, EHRMRAE
LRI E B Z BV ZEN OB —7 BR
HENT=729, ZEN ITOWTIE. BnEtEs
5% S AV E A B BRI O I E i 2
ZLBlWfEE AW TEMENST A —F &R’
H L7,

DT

[4Fn 6 £ ]

[1] RATueA MR (=X T79F—N, T
RAMRTBY ZF=)NVTRARNTTF )b,
B A VS RATR— Vv AFAVTARNRT
oy, B RLYARny, TIHRAEZYUR
VA Ry ey RTre) Sk

1. Bk
FOFHWIE, A ¥ —3 v MEHRTHER
FEZMEA LTz, WRERIRY ENiIE A&, »
NI =TTV =& H e — kL7,

38

2. AR - ARk

17B-= A b T A — VRIS © 2993 %0 (B3R
==y

17B-7 A b AT v AAFEHES,
Aldrichf)

ITF =NV A NT A — ) VIEREY,
(Sigma-Aldrichf)

FEfE A L v 7 AT 1 — L REHE T,
(GCEEPIAN b8 &)
AFIT A AT 0 o FERE,
7 A L BTG

o- b LA m ARYE R,

1 /£99.6%(Sigma-

ME£99.7%

: HE98.1%

WFE99.7% (=

: MEE99.7% (B 7 A v

U i (B )

B-F LR AEHES, - HFE96.9% (MGHIRE T3
)

TR AL RERER, 9.7 % (F LT A
I KRGS

FEfR A Ru v a2 o o fEuel, o JifE
98.9%(Sigma-Aldrichf)

17-= A b T VA —)1-2,4,16,16-ds : #iE99%
(CDN Isotopes)

17-7 A kN AT 1 > -16,16,17-d5 : #0199 %
(CDN Isotopesfil)

TF =T A NT VA —L24,16,16-ds : HlE
97% (Toronto Research Chemicalsf)

HEE A L v 7 AT v — bedy : FLE 99.50%
(Toronto Research Chemicals #¥)

AFNT A NAT T dsy: HlE98.4% (CDN
Isotopes i)
[*Hs]-o- kL >R >
L)
[PHs]B- F LR
b

T XY ALY 4,64,21,21-ds : HiE£98.2%(CDN

#i £ 95.5% (ALSACHIM

/£ 98.8 % (ALSACHIM

Isotopes i)



Hilie A R 7 7r A7 1 -ds : fEIT%
(Toronto Research Chemicalsf)

AL =) LC-MSH(E £ 7 A /v A Fn ik
b))

TER=RU, =H ) —(95%), ~FH
AR ) =), IRFEKFET =T A FRR(E
+ 7 AL BF IR AL

KRBT R U 7 A RERR( U A bR
Mz Refh(BE B L)

77774 NI—Ro)=F LT I-N-T
gAY Y BTNV EEI =T A
InertSep GC/PSA(500 mg/500 mg/6 mL, —=T /L
VA EEVZS: )

AT T T 4V H— PTFEV ) V7 4 )b
2 —(0.22 um, HIEFE R )

~F o E = UL TR R=FU L
400 mLEZ OMFH 2100 mLERA L, SRR
L EATol, INER, LT =1
IVIEZESTER LT,

T h=FUALROKDEKRA: 1) : Tk =
K U 1500 mL % UVK500 mL& 7RG L=,
KEOA L 7 —/VOIEHE(L = 1) : /K500 mLJ& Y
A K ) =500 mLERA LT,
TEM=RFIAKRRIZORE3E:1): 7
= FY W45 mLE O b 15 mLA IRA
L7z,

1 molV/LERIE/KFET »F =7 LR « IRERKFR
TUE=ZUALTII gk &Y KEMATENL
IEMEIZ100 mL & L7,

0.5 mmol/LIRFR/KFET =7 LK : 1 mol/L
RER/KFE T v E =17 1500 pLiZ/K % Iz C1000
mL& L7,

BEMEIRIR © 17B-= A h 7 VA — VR HE R 10
mgZ R L. A&/ — L(Efk) TIAfE L C100
mg/LISHE 2 L7, 17-7 A b AT 11 L fEHE

39

fnA10 mgZ L, 7 h=F UL KOUKD

JRIE(1 : 1) TR L C100 mg/LiAHK Z % L7z,
TF =)V R N TUA— VLRI 10 mg & K
FRL., A% 7 — )V (F5fk) TSR L T100 mg/LIE
WEFH LT, FHEgA L7 AT o — VAEHE g,

FI10 mgZ FEFE L, A & — V(i) CIRME L

TI100 mg/LiFiRE L LIz, ATFINT A NAT

2R ESAI0 mga R L, =& ) — L
(95%) THfE L T100 mg/LIRiEZ i U=, a-
FLrAR e ARSI mgZ S L, T R

= R U VKR OKOEIKA 1) TEAE L T100
mg/LIEIR AT LTz, B- b LR m SAEE LAY

10 mgZFEF L, 78 b= K UL KOIKDIERK
(1: )T L TI00 mg/LIRZFH L=, T
XA E Y RERELKI0 mgE IR L, A X/

— )L(FrfR) CTIARRE L C100 mg/LIRK Z2 il L7,
el A Ra ks 7 a7 25 o LK1 mg
R L, AZ J — L (HHh) THME L T100
mg/LIFIKR 2 fi8 U7z,

PASEHEIFE « 17p-= A b T VA4 —/1-2,4,16,16-ds
FI10 mgZ FEFE L, A & — V(i) CIRME L

T100 mg/LIERZ B L7, 10 mgAED17p-
T A RNAT 1 L-16,16,17-d3% A 5 ) — IV (RERR)
TUNWZ Fr, A Z ) — V(R k) TEAR L T100
mg/LIAR AR L=, | mgABEO=F =)L

A KT A —IV24,16,16-ds’e A T —IV(FERR)
TN r, A X — L (Hifk) TIAfE L TS50
mg/LIFR 2R L7z, 5 mgBRREOFEA L >

AT T —)b-ds%e A X ) — V(i) THEW Z 4,
AZ ) — )V (Fifk) THAE LT 100 mg/LIAHK % 3

L7, 10 mgBAED AT LT A NAT 1 -d;s

T A ) — V) THRWZ A, AKX —L(FF
) TR L C100 mg/Lis # i L7=, 1 mg
RED PHslo-hL oA 27 =k L
THENWZ A, TER=FYILTEMRL TS0



mg/LIRR 28 L7=, 1 mg&A R D[*Hs]-p- b L
vARarETE M= NI ATHRNI A, TE
=k UL TR L T50 mg/LIAHR 2 i L=,
10 mgHEDT T AKXV 2 4,60,2121-dy’sc A 5
I —IV(FER) TR Z A, A X — L (FRfk) T
VAR L C100 mg/LISiR A L=, | mg&&ED
Bifg A Ry 7l 2xsyns dik A2 ) —
JVRFRR) THN T Ay A X ) — L (Riflk) CUE iR
L C50 mg/LIaHk 2 disd U7,

TINFAREYEANE © 17p-= A b T A — VSR
K. 17p-7 A AT v AAFEHERIK, = F ==
AT A AEHER, BFEA LS AT 1

— /W, A TFNT AR AT m AEAERIR

o- b LR e SRR, B- N LR m AR UE
JFIR, T %W A ¥ ANEYERR S OERR A K
T ATa AR A X ) — IV (Fr
#) TAIR L TO.1 mg/LIRGTAIR &2 R L7z,
WA« 17-= A b T VA —JL-
2,4,16,16-dy WIEYEJRHR, 17B-7 A F AT 1 /-
16,16,17-ds WIEHEFK, —=F =V X T TF
—/V-2,4,16,16-dy WERYEUR . FElE A L o 7 A
T u—)b-dys WIS, AF VT A AT 1
V-dy WAEYESFR . [PHsl-o- b L >R o o YRR %
JRE. [PHs)-B- b LR v o NEEHEIRE . T %
TR K 4,64,21,21-dy NEEHEFGR B OVERR A
Kefxvralr AT n s -de WEERERK 2 A X
J = V(R TAR L C 1 mg/L IR SRR & i
L7z,

3. AL
REVFAF— NS5~ A 7T v 7 « =
F A i)

n—X% 1 —T/NK L — & — : N-1000V(H i Fil
st i)

O EERE « H-60R (= 7 4 )

LC-MS/MS (HIESAM: « £ 2-1-1)
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O =Y A—T—
MS Triple Quad 5500 | SCIEX
LC Nexera X2 B HERLERT
T — 2 JLEL | Analyst SCIEX
4. TE

17p-= A b T VA — VB, 17B-T A b
AT MR, T T = VA NT UL —
VABHEIRR . Bl A L v 7 AT v — VAE YR
W, AFNVTARNAT 0 AEHERK, a- b L
Ao AERERUK, B- b LR SRR, T
FH ALY IR K OFEE A Ra %o
77 AT EREFIR A A B ) — L (RRfk) TH
WL TOlmgLiEkEZME L7z, 17B-= A T
U —L-2,4,16,16-ds WAEYEFUIR . 17B-7 A b
AT 1 -16,16,17-ds WEEHERR, —F =/ =
A KT VA —1-2,4,16,16-ds WEEYEF R, HElE
A VLU RAT O —)ody WAEHERR, A F VT
A M AT\ o-ds WERHERUR .. [*Hsl-o- b L /7R
o NEEYERE . [PHs]-p- b LR u N
i, T % A XV -4,6,,21,21-ds PAEREF R
FROEE A Fa %y 7 a2 1 v -ds NEEHE
S % A 2 7 — N (CRfk) TAR L C 1 mg/L IR
B LT, 61T, KEDAEZ ) —/LDiR
(1 DTHAIRL, 0.1 mg/L Wik ZREl L,
TNDEEE KK A Z ) —VOIREA : 1)T
i R L . 0.0005, 0.001, 0.002, 0.0035 }& O
0.005 mg/L(WNAEYEVSIRIRE 0.01 mg/L)NEEYER
AIEREYRIR R L=, T OWIR 5 ul %= LC-
MSMS IZIFEAL T, Boile 17p-= A KT ¥
A —I1-2,4,16,16-ds O ¥'— 7 [HFEIZKIT 5 17B-
TARNTVF =N 1IB-T A NAT B -
16,16,17-ds O &' — 7 WFEIC KT 5 17p-7 A b A
TRy, TF=NT RN T VA —/1-24,16,16-
A DOE—7HRBICKTH2=F =LA T IF
—, BEEA VS AT B —)b-ds DY — 7



KT o/ A L S AT r—L ATV
TARAT O -dy DY — 7 HFEICHT D A F
VT ARNATaRY, PHsl-a-hLoARe o
— JHEICHT D o- F LR e [2Hs)-p- b
LryRn e — 7 EICAHT S B- LR
ny, TXV AKXV 4,64,2121-ds DE— T TH
BT 2722V ROEHR A K%
FOT AT O de DY — 7 HREIR B HE
A Raexv7as/ A7y —7 mEo
teE TR ER 2 ER Lo, SBREEIK 5 pL
Z LC-MS/MS [ZHEA L, HEfth & NEREUE
FEIZEV 1IB-mA N VA — v 17B-T A h A
THaY, TF=)LT A NTUF =), HifEA
LT ATR—)V, AFIVTARNATHRY, 0-
fLrdRar, B-hLrdhny, THFHAZY
VEOEIB A Rax v rua A TrarOfE
R L,

5. WINEUEL R

FUBF10 g (2 Us I AR VR (0.1 mg/L)50 pL[ A
) — VR E BRI L, 30 43 HE Lz,

Z D% WA PNAEAERSHE(1 mg/L)50 uL[ A ¥
J =R Z TR LTz,

6. FBRIAIR DR

a. filit

B 10 g %2 250 mL ARV HRICE VD |
~F YT F= h UL 50mL L ONF
> 50mL 2z, REVTA P —THEL LK,
S DIZHKEREEST FY DA 20 g HIMAAREY
F A F—THEE L7z, 3500 r/min T 5 5rfidiE D
SEEL. FEAETREE, TEazMmesiEL
7oo WWTEFEWIZT & b= K UL 50mL %N
Z. WEVF AP —THE L7, 3500 /min T
5 ol LB Lk, BiG e Al LT,

AiZE 100 mL BEE T 7 A |ZhbE, 7k

r=RFUNLTERLT.

41

b. FEfd

R 20 mL GRUEF2 g 1Y) 20T 774
N =R /=F LT I-N-Tre vl
b U B ViElE X = 7 & [InertSep
GC/PSA(500 mg/500 mg/6 mL)] (HETH T
T h=hFUL5mL THE LT DDONZHAM L,
WHIRZ SOmL iz LEICZ T T2, IRWT, Tk
F=hFU KO OIRKE3 : 1)10 mL T
BHL, ZoELEICEDYL, 2EHKRE
FTARTFT AL, n—ZJ—T KL
— 2 —(40°C) CiMHzE L, |IETERIT A%
WU A BRE LTz, BB E KK A
& ) —)VDIRHE( : DImLIZIEE L, AT T
VI 4 NE—TAHBLIZL O ERBRIEEE L
77
7. % MU v 7 ATRIMEERIR O FH R

7T 7 R 0.5 mL &AL,
0 —% J —xTNR L — % —(40°C) T Mz E L,
BRCERT A2 URFHEELZRE LT,

0.001 mg/L @ 17p-TA kT VA —)b, 17p-T A
F2xAFBY, TF= LT AN OA— L, fE
fEA LU ATO—)b, AFNLTANATHO
Y. a-hlbrRer B-hLrRer, TXH
AU ROHEBA KX a2 7a
RATEHEIRIE 0.5 mL 22 CIREL7=b 0%
~ MU v 7 AWNEERIR & LT,

8.  ZMMEEHmAER

A= Dl A & kAT E BIR TR (0.5 pg/kg) T
TR & b U 7o, S MR T A R
T A HEV 1R 1EIRPHT). SHEOE )
NEBREITV, FHERE ST A — & &3l L7z,

[2]
ITFNAFNARRA bR —)LENFERX b

RAFNARE (VZRA a—, ¥



—)V) Gtk

1. =B
FOFANE, KBRFN O JE & CHE IREZ

BEAN L7z, FIREZRFRY EMifEZFRE . nAhs
— 77V 7Y —% A THIEI®E b Lz,

2. iR

VIR A b a— VEAER,  HEE96.11%(LGCHY)
T F L AF LR A b om— LA U el

99.9% (& 17 A /L AFISEHER D)

ANET A b U EEYER ¢ HE99.50%(LGCHY)
CIZFNAFINRA fa—/L s a RS

K : #{i£95.2% (Toronto Research Chemicalsf)
IR A h—/b-ds : (WITEGAHY)

BIE -

PHs]- ¥ = F L AF LR kv — )b
(ALSACHIMY)

~% & X b1 —/-dy : (Toronto Research
Chemicalsf)

AB )=, TH ) —/1(99.5%), HEEETF /L.
O AV (151 N 1l DRV 17/ I
(a7 A L DTGl

7% h= kU LC-MSH(BIE 22 H)
B-INnr = —8/TVNVANLT 72 —EE
% : EC 3.2.1.31/EC 3.1.6.1(Helix pomatia 13§ .
Rochef?)

B-Z7 N7 m=4%—+% 100000 == ~/mL &K O7T
Y)LA LT 7 4 —F 800000 == h/mL %5
(7L, B n = —FIilh o> Tl
38°C, pH4.5~5.0 C1Hlic 7 =/ — V7% L
AVPBD-ITNIa= KN T ) — VT H L
A % lnglfff s oMFEEL 1=y M T
Do TVINANT 74—l > Tid 38°C,
pH6.2 T 1 EfHIZ 2-E Rr¥Fv-5-=ha7=z=

JUIREEND 2-BE Fe % 5-= ka7 x /) —)b
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1 pg S E AR EEY 1 2=y M T D),
B A& SDB X =% 7 A : EVOLUTE
ABN(150 mg/6 mL, Biotage fi)

T 7Ta e U Y ATV =H T
2\ : Sep-Pak Plus NH2(360 mg, Waters )
AT T T 4 v H — : Millex-LG(0.2 pum
MILLIPORE#Y)

0.1 moV/LEEEET ~ VU v AE#E(pH 5.0) @ 551K
el N U o A =KFf#0.82 g &V . KEI
Z T LIEMEIZ100 mL & L7-, 25207 : HEfE
0.60 g& 8V . KENMZ CTIEMIZI00 mLE L7z,
FURICE 2R A M % TIRFI L, pHZ 5.01Z 7%
L7z,

T )=V OKORHO : 1)
(99.5%)900 mL & UK 100 mL% J4 L7z,
IKENA L 7 — )V OIRHE( 2 1) : /K500 mL&Z Y
A K ) =500 mLE RS L1z,

KEA L 7 —)VDIRIE((1L 2 9) : /K550 mL K&
WA X ) — 450 mLERA LT,

FEfR = F L KON A X ) — VDR « 1) @ HER
TF 1900 mLE A ¥ / —/L100 mL&RA L
77

7K B OVEERE 0 1R #2(10000 : 1) : 7K 1000 mL K Y
FERR100 pLZ& RA L7,

TUERK - =R A R — VR HE 10 mg &
FEFEL, A% 7 — /LTl L T100 mg/LIgIK %
PRI T2, P FALRAFANA b m— LY,
10 mgZREFE L, A & J — /L CiafiE L C100
mg/LIERZ B L7z, ~F & A bo—/ L fE%E
10 mgZAEFE L, A &/ — /L CIEfiE L C100
mg/LIER 2 L2, 1 mgA &
FNARA Na—)L T )ra B EIRE A X )
— LV THWZ I, A X ) — LTI L TS50
mg/LIRIK 2 i U7z,

sl O %

DY TF )L A



PWIEHEFE : =R A F B —/L-def)5 mg% i
FEL., 7% b= b UL THEMEL TI00 mg/LIRHE
ERE LT, 1 mgARREDOPHg]-Y = F L ATV
NRA M=)V AH ) — )V TN, AHX )
— )L TR L C10 mg/LIRE 28 L=, 1 mg
REDONFTERA o —)b-dym A X ) — LT
WIZF, AZ ) — VT L T50 mg/LIAHR %
PR LT-,
TSRS - V=3 A b a— LR HERU
VIZFNAFNRA v — VBRI K O~
TR b a— U Z A # ) — ) THRIR LT
5mg/LIgiETHM L, 618, KERAZ ) —
JVDIRHR( : 1) THIR L C0.01 mg/LIRATANR %
PR T-,
TOMAPEEIRIE © PR A b 0 — L -dg N
YRR 2 K L O A 2 ) — )LV DRI - 1) THAIR
LTl mgLIER 2 i Uiz, [PHs]-v=F LA
FARZA b — VNIRRT KR O~FE A b e
— V- NIEHEFR % A & ) — )V THIRL T
mg/LIE R 2R L7, S5, T bEkRE
KERALZ ) —LOIRHEA = 1) THIRL TOo.1
mg/LIE B WIR 2 i L7z,

3. HEE

REVFT AP — NS5~ A 70T v -« =
F 7 )

n—# J—x /R L —H%— : N-1000V(H 7L H
et

DAY BERE © H-60R(=2 27 ¥ i)

pHE : F-120R5 7 KA A KT 7 ) Hil)

& 5 THIEAME : BT101(v~ R
LC-MSMS (HIZESAT: « & 2-1-2, % 2-1-3)

i LT AT
Triple Quad 5500
MS SCIEX
Triple Quad 6500+
LC Nexera X2 J5 L
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B}
T — 2L | Analyst SCIEX
g LT A
MS Xevo TQ-XS Waters
LC ACQUITY Premier | Waters
QSM
T — A 4LE | MassLynx Waters
4. EE

VIRAbw— VIEEERE, VT RTF
R Ak a— VIR R O ~F ' A e —
IEHERR &2 A X ) — )V TR LT 5 mg/L &
a7, PR A b —/b-ds WIEEYET
WaKEORA R ) —)VOIRHRA : 1) THIRL T
1 mg/L ERZFE L, [PHs]-¥ = F /L AF L
A b v — L NEE R e M~ F A b — )L
ds WIEHEJF i &2 A % ) — )L TR L T 1 mg/L
WRERH L=, SHI1L, T OIEIRE KK
WA K J—)LOIRHRA - DHTHAR L T 0.125,
025, 0.5, 1.25 B OY 2.5 pg/L(PNAEHEVA R I L
1.25 pg/L)D NAEMEIR AR EVS IR 2 TR L 72,
DWW S pL & LC-MS/MS IZIEAL T, 55
NV TR A bB—)beds DY — 7 HEIZHT
LY TRA br—/b [*Hs]-¥ T F )L AF LN
AR —)LOE—7 EEICRT DT IR
FNRZA R~ —)L FORINFE R ~a—)b-dy D
E— 7 HEICRTHAAFEA Pr—1DE—
JHBOE W THRERZ R L7z, B
Wi 5 uL Z LC-MS/MS IZHEA L, BEMHRN S
NEEEEIC LD VxR ba—, VT
JWAFIARA R — )L ORINFtE A —)L
OEEEREMNLE,

5. USRI

AOEH10 gl @ FH AR #E % 15 (0.01 mg/L)500

LK KON A & 7 — )V OIRHR - )] ORI



PNAZEHEPRI (0.1 mg/L)250 pL[/K K N A & ) — )L
DIRIE( = D]ZIEI LT,

6. FBRIAIR DR

a. fili

BBF10 g % 250 mL 25805 1 AR U IS RV 7Y |

T & )=V K OKDOIEHRO : 1)50 mL 21 x 7
%, FEVFA VP —THEHE L7, 3500 r/min T
5 ol LB Lk, BiE e Al LT,
WNTHEREWIZ X ) — )V R OKDIRKO :
)30 mL 2z, REDFAF—THBELE,
3500 r/min T 5 4yl O BE L 721, RIE AR
AW LTz, A% 100 mL ReEgE7 T Al
At =& ) — LR OUKOIRE®O : 1) TER
L7z,
b. K EBOG

K 5 mL(EUEF 0.5 g #124)% 50 mL %0
BIZB L, 0.1 mol/L FEEEF NV 7 AVEHE(pH
50010 mL XN B-Z7 V7 o =& —PEHK 100 pL
A, 37°COKBEHFT 60 /3RS 5 L. N
KRB AT o T2
c. fEfl

FROGIR 2 Bk EFEE i SDB X =0 7 A
[EVOLUTE ABN(150 mg/6 mL)](& &7 U A #
J—/L5mL, /K 10 mL TU#F L7= b D) A
L7z, mOENE 5 mL OKTH, YEkE D

DZHfm LT, KEQRRAHZ ) — L ORHK
(11 : 9)5mL TP L7, 145Mksl Lz, &
WTAFH 2 5mL THE L7, 1 RIS
L7z, BAKMEEM SDB X =0 7 A
[EVOLUTE ABN(150 mg/6 mL)]® FiZ7 2 /7
a v YAk U 1 7 v X =71 7 L[Sep-Pak
Plus NH2(360 mg)](® & 7> U O FEERE = F /L J Y
A K —LOWEO : 1)5S mL THEF L= H D)

44

iR L, M= TF VRO A ) — VDRI
9 : DI5SmL TR L7, WHkETAEZ
A ANT, B—F Y —Z_NFL—F—
(40°C) CTIEMERLIE L, RIEL CHEZHN A& Uik
A RE L, BEMEKKE DAL ) —
JVOIRKR(L : DImLIZEREL, AT T 07 4
NVE—THiE LT=b O EHRBRIRIEE Lz,
7. ~ bV v 7 AEIEAELRIR O FH 5

l6. BERVAIR OFHRL ) (ZFLHE L 7= FFIEICHE
W7 T 7 5RBL & IR (R R ) BRAE E TT W,
FEEAWMIZ 025 pg/L DY TR A ha—)b, YT
FVAFNRA R — LK RANFER o —
VIR A EEMEYRIR | mL Z M2 CIEEL7-b 0%
~ MU v 7 AWNEERIR & LT,
8. ZEYPEREAMmAER

B O %t G E =R FIREE(0.5 png/kg) T
FEAPEREA AR BR & S LT, MR T A R
T A HEV 1R 1EIRPHMT). SHEOE )
NEBREITV, FHERE T A — & &3l L7z,

[4Fn 7 4]

[1] =hFaAIFY—NETA ) EY —
N, a=FY—p Alp=FI—nL A7
g=Fy—)L, 2-t FaxIRAFiL-1-X F)L-
5-ftmr A IFY—), 1-2-E FeF i oF
V)2-E FafF T AF 5= b IFV—),
1-A FN-2-2-t FrFI A Y uEN)5=
kuaA I X —NV)GHTE

1. e
HOMHAIL, A2 —Fy MR T T HERELNE
ALTe, AIREZRfRVRENIE 2 brE  nARy— 77 74
—& W CHIEIE—{kL 7,

2. AR K

DANIE Y — VAR B I 99.6% (B L7 AV A
Fnoe i) (DTZ AR U i)



=K — )UREYE L - R 98.95% (Dr.Ehrenstorfer
) (RNZ FE 4 b

Aha =4 — UREEHE L AT 100.0%(E L7 AV
LFEHSERY) (MNZ A5 HE )

AT a=H ) — VEEHES, R 99.2%(E L7 AL
LRSS (INZ A )

VARIZY = AGHTEY) A BEVES HE 99.5%
(& L7 AV AFYEAER L) (HMMNI AR YE by

A =4">"—/L-OH FEHEM ML 99.1%(Sigma-
Aldrich ) (MNZOH Z# i)

AT =5 — VARGHTEEY B EEYES  HIE 99.8%
(B L7V ARG HEEER) (INZOH AR YE &)
TARNYE Y — J-ds (& T AV SN il
(DTZ-ds)

=4 = b-ds  (MGFI3E T3 8Y) (RNZ-ds)
ANB=AY —)body: (MRREEE T 3E8Y) (MNZ-ds)

A7 =% —)l-d;:(Sigma-Aldrich ) (INZ-d)
bRBaX v AR # Y — L-d;: (Toronto Research
Chemicals #) (HMMNI-ds)

eReX v Ahr =4 —/ l-ds:(Toronto Research
Chemicals %) (MNZOH-d4)

eRu¥ A 7'm=4>"—/l-d;:(Toronto Research
Chemicals ) (INZOH-ds)

AZ =) TER=RNIV BEfE=TF L HERE : R
TR (B 7 A L DN S

TR, 28% T T K Bk (B BRA LA )
X2 LC-MS FI(& L7 A/L LRk dl)
7Eh=R/L:LC-MS H(BE s L2215

g M B A A AR I = #H 7 A :Bond Elut
SCX(500 mg/3 mL, Agilent )

Ay T L v T 4V — :Millex-LG(0.2 pm,
MILLIPORE )

K AZ ) — v K O FE D IR #R(900:100:1): /K
900 mL, A% /—/L 100 mL } OF[#% 1 mL 285
L7z,
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FEfE =T L K ONEERE DR (19:1) : BEE =T /L 95
mL & OVFERE 5 mL 23R A L7,
TER=RIL KN 28% T =T KOIRIRA49:
1): 7B r=RIL(FF#%)98 mL . N 28% 7 > E=7
7K 2mL ZIRA LTz,

K B OSSP BROIRIE(1000: 1) : 7K 1000 mL Kz OS2
1 mLZRA LT,

WHEIRU  DTZ AR YE K 10 mg ZF5FE L, A% /) —
JVCTRfEL T 100 mg/L IFEZFHHL 7=, RNZ %
YD 10 mg ZREFEL , A% ) — /L CERAEL T 100
mg/L IR AT 7-, MNZ FEHE LK) 10 mg 2k
FRL AZ ) — /L CEEfEL T 100 mg/L V% 775
L7, INZ EEHESLH) 10 mg ZHEFEL, AX /) —)L T
AL C 100 mg/L VA& T B 7=, HMMNI R %
fnf) 10 mg ZAEFEL . A% ) — )L CEEFfRL T 100
mg/L AL 7=, MNZOH HE Y% 54 10 mg &
FEREL, A% ) — /L CEEL T 100 mg/L ik %
7=, INZOH FEHE L) 10 mg ZAEFRL . A¥ /—
JUCEEEL T 100 mg/L I FHHLL 72,
WAZHEIFR : 10 mg B ED DTZ-d; Z A% /—/LC
Va2, AZ ) — )L TEMEL T 100 mg/L &%
FHELL 7=, 10 mg BED RNZ-d; A% /—/L Tk
NIk, AX ) — )V CEEfRLC 100 mg/L ¥k %7
BL72, 10 mg BED MNZ-dy A% ) — /L TH
ZIx AL ) — )V TERRL T 100 mg/L VAR A 5
L72, 10 mg D INZ-dy & AKX /— )L THENT Fx,
AH ) — )V TEEMRL T 100 mg/L ISR &E L7, 5
mg AED HMMNI-d; &A% ) — L CHNTFx, A
2 )— )V CEAfRL T 100 mg/L IwiRAZFRRIL, 1
mg AED MNZOH-ds & A% /) — /L TN I, A
K )— )V CEREL T 50 mg/L AR E R, 2.5
mg HED INZOH-d; & AX ) — )V THNTFr, AHX
J—)VCEERL T 100 mg/L AR &L L7-,
ISR HER WL : DTZ FEYENIK  RNZ AR HE UK
S O HMMNI #E#E i A A2 ) — )L CARL T 10



mg/L IR A TRIRZ TR 72, MNZ ZEHEJFHE ., INZ
FRAEJFR . MNZOH AR HE TR K O INZOH #5 4
it A% ) — NV THRRL T 5 mg/L IR A% T 5
L7z, SHIT, TNDIERE K, AX ) — )V K OF R
DR (900:100: 1) THIRL T 2 ng/L(DTZ, RNZ
&Y HMMND & Y 1 pg/L(MNZ, INZ, MNZOH
J OV INZOH)IR G iRz i il LTz,

TN NAEYEY AL « DTZ-ds WEEHER R, RNZ-ds
WA HEJE R & OV HMMNI-ds NAZHERR 2 A &
—/LCHNL T 1 mg/Ligik =R/ L7z, MNZ-
da WEEYERE, INZ-ds WEEHER#K, MNZOH-d4
PR JFUR K O INZOH-ds WAEHE UK 2 A &
— /LA LT 0.5 mg/LIREZff L=, &5
2. IBEiREK, AZ = ROFREORE
1#%(900:100:1) CA7FR L C 20 pg/L(DTZ-ds,
RNZ-ds } 08 HMMNI-ds) % O} 10 ug/L(MNZ-

ds. INZ-ds, MNZOH-ds &% 8 INZOH-ds)iE A VA
R LTz,

3. Bl

REVF AP — NSSAVA VDT o 7 =F F o
)

n—Z ) —T /R —4— :N-1000V(H 2 B b a5
)

D5y BfERE - H-60R(= 7 - )

LC-MS/MS
S A5 A—T)—
MS Xevo TQ-XS Waters
LC ACQUITY Waters
Premier QSM
7 —2 4L | MassLynx Waters

4. JE SRR
F3-1ITR LT,
5. B

DTZ BEHEJEE . RNZ EEE R R M O HMMINI A%
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WA A% ) — /L CARTRL T 10 mg/L IR AR
L 7o, MNZ FE Y . INZ A5 48 U
MNZOH #EHEJFHE & Y INZOH =W A A% /
— L TAHIRLT 5 mgL IBAWIKREZFRL-,
DTZ-ds WNAZ #E Ui . RNZ-ds PN Y8 JF iR ) OY
HMMNI-d; NAEHE A A% ) — /)L THRL T 1
mg/L VA TR 72, MNZ-ds PAEHEJFTR, INZ-
ds PN R #E 58 . MNZOH-ds PN R ¥ 5T K O
INZOH-ds WIEHEFK A A% ) — /)L CHRRLT 0.5
mg/L EIRZFRBL T, SHI2, ZNHEIREZ K, A
2 =)V K O EEDIRHE(900:100:1) TARL T
32 DO~@DONIFEHER-GAEHER IR A R LT=,
DTZ. MNZ K TRINZIZ Z D ¥ {150.4 uL% . RNZ,
HMMNI, MNZOH%  (NINZOHI¥4  pL#ZLC-
MS/MSIZIEAL T, 55417-DTZ-d;s D — 7 i fH
(2% ADTZ, RNZ-d; DY — 7 [HFEI %9 HRNZ,
MNZ-dsD " — 2 [ FE 2 %F 3 DMNZ, INZ-ds D E
— 7 [ ARk~ HINZ, HMMNI-d;D &' — 7 [ &
(2% 3 DHMMNI, MNZOH-d: & — 7/ i i |2 %}
3" HMNZOH K, ONINZOH-d3; D & — 27 [ f 12 %) 3
HINZOHD Y — 7 [H il D b % i TR iR 1
% L7z, DTZ, MNZ K ONINZIF A BR VA 10.4 pL
RNZ, HMMNI, MNZOHX (’NINZOHI34 pL%
LC-MS/MSIZIEAL , B ERNONIEHEEIZ X
WDTZ, RNZ, MNZ, INZ, HMMNI, MNZOH
K OINZOHD & BAFH LT,
6. UIEELD &Y

FREE 10 g (IR AR HERHR[2 ng/L(DTZ,
RNZ K O HMMNDM& OV 1 pg/L(MNZ, INZ,
MNZOH KUY INZOH) 1000 pL[/K, A%/ — L} X
X EE DIRIE(900: 100: 1) M OVESIN A N EE HEPR R

[20 pg/L(DTZ-ds, RNZ-ds & T8 HMMNI-d3) & T



10  pg/L(MNZ-ds, INZ-d;, MNZOH-ds J %
INZOH-d3)]500 pL[7/K, A% /) —/V J OSSR DRI
(900:100: 1)) &I | 30 47 fciE L 7=,
7. BRI IR O Y
WL

DTZ. RNZ, MNZ, INZ, HMMNI, MNZOH }

OVINZOH Z5E S 7' b R OFREE THH L7
% | SREBVEMA A AR =T L THEEL | LC-
MS/MS TE &Kk OB LT,

SiTiET7 v —F v — &K 3-1-1 IR,
(Dt

B 10 g & 250 mL A D ARURICEDERD, 7
thy 50mL K OWERE | mL 2 N2 7214, AEDT
AP —THHERLTZ, 2250 xg T 543 [E5E Dy BEL -
%, BIEZMRRAIE LTz, IO TEREMIZT B
30 mL ZINZ, REDFTAF—THILE, 2250
xg C 5 Rl O BEL -1, HIEE R AmELT,
ARz 100 mL FEmE7TADGbE, 7
TEAL,
(2)FsH

fHE 5 mL GREF 0.5 g #82Y4) ICHERE =T L &
OEERR DOIRIK(19:1) 5 mL Z{EAL7-#k% Bond
Elut SCX(500 mg/3 mL) (& 52U AX /—/L 3mlL,
FEfR = F /L K O'WEREOIR#(19:1)3 mL THFL
=D)AL, 7R SmL, A¥/—/L 5mL
K OT =RV 5 mL THEFLIZE, 7ER=R)
VRN 28% T =T KDIENE(49:1)15 mL TR
L7, WA T A7 A2l AT, m—4Y
— TR — & —(40°C) THEMERLIE L, IR T
FH A% B CIRFR I A PR L LT, FREBWA K, A

X )=V K OEROIR(900:100:1)0.5 mL [ Z VAR
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LAV T VLU T ANE—TAELTZEH D& BRIR
RELT,

8. Vw7 AR HERS R D i S
BV IR O PR IR F BN
7o 7B IR (R B RR BB E £ TIT V., R

P2 0.2 ug/L(DTZ, RNZ & U HMMNI) K 8 0.1

[7.

ng/L(MNZ, INZ, MNZOH & O INZOH) /R A HE #E
iR 0.5 mL Z A THBELIZb D a2~ Ry 7 AR
DRSS IR & LT,
9. 24 MEREAh SR

O A ARG E & R R E0.2
ug/kg(DTZ, RNZ & % HMMNDK OV 0.1
ng/kg(MNZ, INZ, MNZOH & " INZOH)| C#%4
PEFEAT R A S i L7, 2 Y PR AR F A
eV 1 H 1 EIQ2 OFT). 5 B OB 55k
AT, SRR ST A— 2RI,

[2] p-EBIEK VT Tr—, FIE IV
NTEE—v, DNNTR—)V TRV )5
Hrik

1. a0k

FOFHRIL, A F—Fy MER TILREEE
WAL, WTREZRIRVIENIE A bRE, vy —7"7
V79 —Z GBI —{k LT,

FOFHAIL, A ¥ —Fy MER T THERESY
WALz, WREZRIRVIENIE 2 bRE, vy —7"7
V79 —Z GBI —{kL 7=,

2. AR

T 7T AR L 99.9 Y0 (PRHISE T3
) (CBT fZ#E i)

T U IRI IR AR VE S R 96.3% (Sigma-
Aldrich ) (RCP Rt UE 5



PoL T a2 E — U FEYE N R 99.99%(Sigma-
Aldrich i) (SAL £5#E/i)

TN T — )V S R R E S AMEE 96.7%
(Sigma-Aldrich #) (ZPT ¥ FETEAZE )

v T a—VEEHE S, MR 100.0%(Sigma-Aldrich
H) (CMT FZ % i)

IV 7T m—/b-dy: (Sigma-Aldrich #) (CBT-do)
7 7 XX -dg M P Y :(Toronto Research
Chemicals ) (RCP-ds iR 1)

L7 X FE—)l-dy: (Toronto Research Chemicals
) (SAL-do)

DR T = (Y T a B LB R
(Sigma-Aldrich ) (ZPT-13C; A HE)

<7 11—/ b-d;: (Sigma-Aldrich ) (CMT-d;)
A% ) —/V:LC-MS H (& L7 A/ AR el EaY)
X LC-MS H (& 7 A /L L Fn ikl

AR =) WERT = L 25% T BT K
KR (S 7 A L SR A SR L

TR RER (PR )
ZIVIRBRIEAER Y E =L RPN E =L R
VR LB A RI=57 2 :0asis MCX (500 mg/6
mL., Waters )

ATV T 4V —  TORAST Disc(0.22 um, /5
HE— L — i)

A )=V Je QK DR (1:1): A% ) — V(%) 500
mL & OVK 500 mL ZiRA LT,

KK ONAZ ) — LV DIRHE(95:5) : 7K 950 mL 2 TRAK
J—V(F5#%)50 mL ARG LT,

KN 25% T 2 E=7 KOUH(98:2): /K 98 mL
KON 25%7 =T /K 2mL ZRE L,

AB )=V KR 25% T =T IKDIRHE(98:2): A
27—V (FEfR)98 mL e N 25% 7 > E=7"7K 2mL
IRALI,

K. 1 mol/L HERET L &= LRI K O IR DR
#%2(1000:2:1): 7K 1000 mL, 1 mol/L FEfET > &=
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LVEE 2 mL e OEEE | mL 2R G LT,

T HE R : CBT AR M) 10 mg ZAEFEL | A% /) —
JVCRFRR) CERAEL C 100 mg/L VAR Z T 7=,
RCP HE Rt A= YE 5149 11.7 mg(RCP 10 mg #H %)%
FEREL . AX /— L (Ffk) CHAEL C 100 mg/L IR
a7, SALEAESLK) 10 mg ZFEFFL . A
J—)V(FifR) CYARRL T 100 mg/L Az R 7=,
ZPT MR EYE 5K 5.9 mg(ZPT 5 mg FH24) % F5
FEL, A% ) — )V (FRfk) CHEL T 100 mg/L ik %
FHEIL 7=, CMT FEHESLK) 5 mg ZFEFEL, A¥ /) —
JV(RFRR) CEAREL T 100 mg/L iRz L 7=,
WA : 10 mg A 5D CBT-dy & A% /) — V(%
) THENZ I, A ) — )V (FERR) TR AL T 100
mg/LIRIEAFHEILTZ, 1 mg 2 80D RCP-de Ha it
w AL ) — V(R THEWZ A, AZ ) — )L (F5fk) T
FfEL T 50 mg/L ¥SiRA R 7=, 2.5 mg & 8D
SAL-dy A% ) — LV (FFfR) THENZ Fr, AZ ) — )L
(CFF#k) CIAMEL T 50 mg/L A AR L 7=, 10 mg
KD ZPT-BC; W2 A% ) — L (Fifk) THE
T I AL )=V (FRfR) CHsAREL T 100 mg/L Ak E
T 72, 10 mg BED CMT-d; & A% ) — /L (¥
) THENZ I, A ) — )V (HERR) TR AR T 100
mg/L iR Z TR T,

WIN R VR IR - CBT KR YRR A A% ) — V(¥
) TAIL T 5 mg/L iR A L7, RCP A7
JHR . SAL FBEYEFUR 2 OY ZPT FE e A AS ) —
V(R TARIRL T 5 mg/L iR 2L 7=, CMT
TR A AL ) — L (FrfR) TAIRL T 5 mg/L %
AR T-, SBIT, ZNBIRIRE K & OAY ) —
Jv D R R(95:5)T A R L T 5 pg/L(CBT), 50
ng/L(RCP, SAL } ¥ ZPT)K% X 10 pug/L(CMT)iE
BV AT T2,

TN PN RE HE VA K CBT-do PN A ¥E JFUIR 2 OF
CMT-d; WEEYER R 2 K e "AZ ) — v DRI
(95:5)CARL T 0.1 mg/L ARz gi#L 7=, RCP-



de WEEYEFHE . SAL-do WA YEUK J OY ZPT-13Cs
PNAE YE U 2 K e DA ) — )L DIRR(95:5) T A
MRLT 0.5 mg/L IWiREMELT-, BT, 2B
e K B AL ) — )V DI (95:5) CTAIRL T 10
ug/L(CBT-dy }2 T8 CMT-d7) &2 T 50 ng/L(RCP-dg.
SAL-do &% OY ZPT-BCa) iR A VA IR A T LT,

3. 4LiE

REVF AP — INSSUATA /0T v - =F F o

)
17— —T /R — 4 — :N-1000V(H 2 B b 25
)

D5y BfERE - H-60R(= 7 - )

LC-MS/MS
AEE A5 A—J—
MS Triple Quad 6500+ | SCIEX
Nexera X2 5 R R
LC -~
At
T —A4LEE | Analyst SCIEX

4. JIE S

% 3-11TRLT-,
5. B

CBT HEHUEJF i & A% ) — V(R THIRL T 5
mg/L ¥REZE R 72, RCP FEHEJFI , SAL fEHE
JFHR e OF ZPT FEHE SR A A% ) — )V (Rifk) CA IR
LT 5 mg/LIRRAEFRBL 7=, CMT EEUEFU & AX
J— V(R TAIRL C 5 mg/L IwiRaE TR,
TSR K B OAK ) — VDR (95:5) THTIR
LT 0.625 ug/L(CBT). 6.25 pg/L(RCP, SAL &}
ZPT) K TN 1.25 pg/L(CMT)IR AR K TY 0.0625
ug/L(CBT)., 0.625 ug/L(RCP, SAL & O} ZPT) % I}
0.125 pg/L(CMT)IR SR AL 72, CBT-do N
PRV S OY CMT-dy WAEHE R 22 K Je O AZ
— /L DIEHR(95:5) TAIL T 0.1 mg/L ¥k 2 7
L7z, RCP-ds AR HEJFHE . SAL-do PNAR HE 5L K
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O ZPT-BCs WIEHEFIR 2 7K e NAZ ) — )L DIRHR
(95:5)CAL T 0.5 mg/L IR ARTL 7=, 2D
WA K R ONAZ ) — )L DR HR(95:5) TATIRL T
2.5 pg/L(CBT-dy & U8 CMT-d)& O 125
pg/L(RCP-ds, SAL-dy K OV ZPT-BCs)iR & ik %
ATz, I, ZBIEIRZ K K AL ) — LD
IR7(95:5) TARL T 3-3 DO~ODWNIEAER
AR A LT,

Z ORI 5 uL & LC-MS/MS IZHEAL T, b1
7= CBT-dy DB —Z7 [HfE 2% 3% CBT, RCP-ds
B — 7 HifEIZ %% RCP, SAL-dy DE—Z [HFEIZ
%I9% SAL, ZPT-3C; DB — 7 FEIZK5% ZPT,
CMT-d; DY —ZHEFEIZx 35 CMT DY — 7 Hifd
DA W TR ERZVER LT, SUBRIAIR 5 uL %
LC-MS/MS (ZIEAL ., B DNHIEEEIC L
) CBT, RCP, SAL, ZPT }. (X CMT O &% F
L7z,

6. UIMEELDFH &Y

B 10 g ICHSII R YEAIES ng/L(CBT), 50
ug/L(RCP,SAL & Y ZPDE W 10
pg/L(CMT)]100 pL[K & QY A% J — )V D R R
(95:5)1 L OIS AR YEEAHE[ 10 png/L(CBT-do &
O CMT-d7)% ' 50 pg/L(RCP-ds, SAL-dy & Y
ZPT-3C3)]500 puL[/K & TRAK 7 — )V DIRHE(95:5)]
ZUINL ., 30 3 FE LT,

7. BRI IR O TR
WEEE

CBT. RCP, SAL, ZPT K O} CMT 0T
ThoTHIH L7 . AVRU BRI EA S E =L
VEBUN-E= AR EASRI= T AT
HIL, LC-MS/MS TE &K OB L=,

SIHEZ7 v —F v — [ 3-1-2 1TRLTZ,
(Dl

FEF 10 g% 250 mL 2 A OARUVIC&EDERD, 7
TR 100 mL 202 728 ST T AP —THiHe



L7z, 2250 xg T 5 4y filim O BEL 7214 . R4
BAMWLTz, IRWTEREMIZT £ 50 mL 20
2BV T AP —THELTZ, 2250 xg T 5 47fH
HOSBEL T2, RiEE e Al LTz, AikE 200
mL AEETTANIGDOE, TN TERLT
()F5H

FhH% 10 mL GRUEF 0.5 g #H4) IZHERZ 500 pL
IRA LTZRE AV BBV E = LB
V-N-E= v rl R E A RI =0T AlOasis
MCX (500 mg/6 mL)] [ 523UsD AZ /— L (FEfk)S
mL, K& A% ) — /L DIRHE(1:1)5 mL THeidEL7-
HLONTEM LT, KK OAZ /— L DIRWE(1:1)5
mL, A%/ —/V(Ffk)10 mL, /K& N 25% 7 > E=
7 K ODIRIE(98:2) B ONAK ) — L (Fi#%)5 mL T
LTtk A )=V DY 25% 7 2 BE=T KDIE
12(98:2)15 mL CIaHLT-, IsHiikE T A7 T A
AN T, B—HI—Z /R — & —(40°C) T
MRHzE L, | CEBN A MUBFIRE A RS
L7z, BB a K L OAS ) — )V DIRHR(95:5)2 mL
[ZERL , A T TN E—TABMLTb D&
BrimiRe LTz,
8. VI 7 ATRNIAEAELS IR D

[7. BRI O R SRR LT T IEICiE W
KOOI DT 5 738 A (A BEER 25 )
TEETITV, B WIZ 0.0125 png/L(CBT), 0.125
ng/L(RCP, SAL & T} ZPT) K 1r 0.025 ug/L(CMT)
IRATAHE 2 mL 2Nz TEfRLIcb DZ~ Ry 7 A
IR R E LT,
9. MM ARER

A R OV O iy R 22 RE SR E SRR AR BE[0.05
ug/kg(CBT), 0.5 pg/kg(RCP, SAL & T} ZPT) K I}
0.1 pg/kg(CMT)] T2 M A AR 2 S HE L 7.
PO PNTDONTIIZ G PR AT AR T A 121
VW1 E T EIQ BT, 5 B OB i EBR AT T
W, BERE ST A =S ERIM LT, FT2, BOMIA
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(ZOWTIEZE LRI ATARTA AN T H S
[E1(5 DFATTV N, B PERE ST A— 2 AR L 7=,

C. mRKRUEL

[0 5 &R ]

[1] 2-FF U5, &FFTFARN
6-A FN-2-FF D T L NGHTE

1. LC-MS/MS G- D fast

1.1 MS &

2-FAU TN ATF AT TUINKN 6- 2 F
JV-2-FF 7 Z 2 uE LC-MS  (ESI % & Y APCI
B) CTHIEFEETH DM, BENMEV, 0
e, 33— XU 7rI KR 4710
7-= haRX Y7 I UETHERIE, LC-
MS/MS THIET 5 DN — N TH D, AR
TlE 3-3— RRU VL7 e I RCHEERILE,
LC-MS/MS CHIET B Z & & Lz, HLEWD
REFERI Z 7 L A
Xy UHE LTz, ZOREE, WL ESI(+)
KON ESI(—)E— RTHIENARETH > 723,

ESI(—)E— RDOEB NNy 7 7700 RBMEL,
BV SN ’MF B =728, ESI(—)E— K CH|
ETHZEE LT, 2-TFU TNV KDN4-FF
U7 VI EREERTH DT, ESI (—)

F— FTIEWTILE mz343 ((M—H]) 2k
ENntz, RAF =TV H—Hh—AF L L
Ty MMAVAXY U BT LT A,
2-FH T TN TIEmE309, 4-F AT T
13X m/z 249 BRI S v, WHEEWM TR DA
AR ENTZ, 2D, m/z309 K 1R249 &
EFNEN2-T AT TN R4-TFH T T D
EEHT X7 v A& Lz, £OMd SN
NEnwra Xy M A ixmea cihmo
AT ThoTeh, REFRFF OEWIZ LY W
ICEMZE DT D Z EMXFRETH D720, b

-3 — KXo vnrnm

]/



S/N 3@y m/z 127 i\ T m &7 b A F
EtTHrz bl

12 LC &M

Blokland » Y@ LC i & [Wl— OB &4
01%FXBEAK/ALZ I =), 5 HT A
(Acquity UPLC BEH C18 ; N% 2.1 mm, £ &
100 mm, Ki{#& 1.7 um ; Waters ) KO/ Z
VEVREHT 33— RV Ta I N
ERIEHOWPEZITo T2, = OFRER. REM
TIE2-F AT F N KR NE-FF T TN OFE
ez B+ 22t cElenolz, 2
T, LC &k (BEHH, 9t h 7 LR O7 T
TV MNEM) EEET L L L L, KRE
& LT 0.01 vol%lFiE, AHEEEE LTT &
r=RULEHAWZEZA, 2-TFUT IR
CA-F AT T LIV OiBEURA) O 53 BE M O SIN
nm L7, £/, s » 72 & LT Shim-
pack Scepter C18-120 (N 2.1 mm, & & 100
mm, K.FEE 1.9 pm) ZHWEZ A, 2-F 4
U IV 4-FF T T UV OFERY O
V' — 7 OBEEIT 1.5 L& 720 | BATF72RrHE
NN, 6-AFIN2-FF 7T 2 )LDikE
IO THAR LC & TR R E— 7
REOHRERG LN, ZNOOFRERND,
B & LT 0.01 vol%lii k07 & h=K U
V. 3BT 717 & LT Shim-pack Scepter C18-
120 AW THIEAITH 2 & & LT,

2. ARBRISIGHETT L DRt

2.1 i

2-F AT VNS pH 3 DL EDJRF TIEE
EPEERY, Fo, RPITEHA A FEORIE
AFUpHFETHE, FA—NVEEHAEEH

LCHRTHZENMBNT WD, ZD=,

RHD 2-FF T T U INVEDOHSITTIL,
Mz 579,

SR %

B2 R SE T pH 1 LU T IZEEE
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L., =F LY7o NUERRZ N2 T-1%.
WHRALEEZITH ZENE0, ARFHTEWT
HFRIIEB R X=TF Lo U7 2 U DERER &
Mz I=th, FHEEILEITH)Z L L LT,

22 BBEIRMLEOR

FAL B DOF R RIE Blokland & D>
EEBEICLE, 3-3— Ko7 el R
Nz, 40°CT 60 43 MINENT 2 HiEzE8M LT
WD T2 REM THERCSORNETTT 5
MR ZIT - T2,

EFT. RO ITKZFEE LTHW
THEEIT o7, FEBRITIE Sa lZiev, &k
025 mol/L =F L > V7 2 o UFEERIRHE % N
Z T, BB 100 ug/LAY 72D K DI
2-FHTTIIN, 4FFTTIIVRD 6-AF )L
2-FAUTUETRML, EBRGE Sb KW
5. \ZHE > THERACSS R ORER AT - 72,
7272 L. SR O FUSKFRIE 20~120 53f# &
L7z, 120 43 (BE3CHK VD 2 (5D K kREf])
TOE— 7 mFEEIZx T 5% SR To v
— 7 EREEOEIE (%) 2B 1-11R”Lz, W
TG b ROGKHE 60 43LL ETIX 97%LA
kEioiz,

wiz, FREZREE L THO CHERILD
FOGKEH (50~120 43) ORRE&EITo72, €D
FEF. W oLE b USR] 60 43LL BT
1% 94%LL Bt 7po7- (K 1-2), 26 DORR
£ V. Blokland & "OJiE L FEIFRIZ, 3-3— R
RN T I REMZEH, 40°COKIBHT
60 MBS 5 2 & CHARISBETT 5 &
Exbhl, 2ok, AEETEILEDE
39— KRR o7 e RFERIY~ZE
HZ kLU,

23 KERGIE
Blokland & " (Z#FE A0, MISEE 7 A Y



UERFEINZ 96 UL L— MIHAL L,
FEfg = F L CIAH L2, Wil EmREL, 7
=k UVOKIZHEEMR L T LC-MS/MS Tl
ETHHEETRMALTWS, LirL, ANk
TIIER =T NV ORERIENLETH -T2,
FZIT, V=R UN-E= el R
VHEE AR =4 7 4 Oasis HLB (150 mg/6 mL)
EHWTHEEOREZNLEL LW HIEE R
L7z, FROKRDVICKEREE LTHW
T, FEBRJTIE Salzhtv, HHEE 10 pL & O 0.25
mol/L =F L > 7 2 L UEEERYANRT 100 uL & N
Z 7%, BRI 100 pg/L AHYS D 2-F 4
TGN, AT F T TN 6-A F)-2-TF A
U I YNERIML, EBRGIE 5b I - TilkE
RALBR AT 5 72, 15 B I T ISHK % Oasis
HLB (b6 AX /—/L5mL, /K 5mL T
avF4va=r I Lizbm) AL, K5
mL X OUK/ A X 7 —v (3:2) 5mL CIAKRGE
L%, 7R bh=Fr UL THEH L, D
fER., 7 RF=1FUL20mL T2-F4 U T L
1% 98%., 4-FA4 7T Ui 89%. 6-A FJL-2-
FAU T INE BT I, T =1
UL 20~25mL OE 32NV T IO EY HIE
HEnnol (£ 1-2), THHDORERNE,
T h=hUK25mL CIEHTHZ &L LT,
3. PEREFTAM
PIREFNRIZ 2-FA U TN 4FFT T
RN 6-AF)2-FF T 7 2 AT DN TR
R 10ug/L T 1 H20MT. 5 HEOTEINEIG
BRAATVN, fESL L 72 3 AT L O PERE 2 5FAM L 72,
B, UMM A KT A 2 TIHIRZ X5
ELTWRWR, RTA RT A Z9E-> THE
fliZATV >, 0.01 ppm TO HEHMEZSH LT,
TERINGREL 2 W L& 2 A, fakhhsk &
EZBND 2-F AT IO — 7 P E
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Ni=n, EERAD 13 KiiTholz, 4-T4
7TV 6-AFN2-FH T T IVT T |
v N7 T A RICEREYET HE— 7 1IHY
ST, BPPEICRIEIT W LR S
7= (K 1-3~1-5),

B, JMTHEROENBEOMEEZE 1-3
IR LTz, BE 95~100%. DHTHE 5%
JOENIERE 8% A & 72 0 | B TR A A
RZ 4> ® 0.01 ppm TO BIEE (BEE 70~
120%., DHTREEE 25% A0, PRSI 30% Aif)
Zllc Ulc, £, WIEEDE L L THWE:
[3C,5Ny]-2-F A7 T b [B3C,5Nyl-4-F F 7
7 v, [BC5,PNy-6- A FIV-2-FF 0 T 20D
FEURITVT IS 0% ETH -7, 0.5~10
ng/L GREFHIEEE 0.05~100 pug/L F124) i
THREREERLEZEZA, WTholtEY
HIRTESREL 17>0.997 & 720 | BAFIREREDS
bz,

HE~ b w7 ZDORE~D B E TGS
L7, 1 pg/L GUEHHIREE 10 pg/L #HY4) (2
BV CREARERIRICRT T 5~ MY v 7 %
WIRROE — 7 Tl 2R 7=, E DR,
1.01~1.03 THo=Z &b, WTINOLLEY
HLREIHED~ Y v 7 ADEBEIZE AL
ZIFTICHETE D Z Enmani, Fiz,
WhRE»»LEONEZE—Z7 30T LD
SINZI0 Th o7, LLEDORERNSG, AROHE
FHERFD2-FAD TN 4T FTT UK
W 6-AFIV2-F AT TV VaHHE (EERR
TWTNoEMS 10 pg/l) & LTHYUTH
LEBEZ BN, FABERFOE=42Y 7
BRAEICB W TARSITEZ#EAT 22 212k 0 .
2-FF T T VAR ENTGAIT, 2-F A4 Y
TFUNLVDOREERIZE D b0, 77778
W E Gkl 522 L iIcXbbonk



R 5 Z LR REE B A BT,

[2] VIS 7 N ST
1. LC-MS/MSEA: Dt

%7 2 & L ClnertSustain C18 (N£82.1 mm,
£ &150 mm, KiFF3 um), ¥— RO T7 L L
ClnertSustain C18 (N£82.1 mm. & 10 mm,
K28 3 um) & AW CTRIESME 2B LT,
BEHOBIANL, FiET =0 L%
5L BERE & A TREEN M BT 5 2 & A
bNTWDTIz®, AKRBEME & L T10 mmol/L
el 7 B =0 MERE MWD Z L & LT,
BEIFHOFEEIX, A%/ —1XvbT®
F=FUADTHBR, N=AT7 A4 PRS2 D
ZeEHEIN TS, £ZT, TER=F
Yyner7E = WAZ)—)L (4:1) %
L2 ZA, TER=FIMAX ) —)L
(4:1) OFERE—I7RIR, ©—27 DRk,
FHMER Y — 7 38OV b B A7 i 5
PRFOTZ, T HORERND, 10 mmol/LEF
BT =T LARREAOTE =) /AR
J—=n (4:1) ZBEHE L THWwS Z L L
L7z,
2. BRI B O BT

VY VUIVERT 7 R IR AR E L CHF
FELTCWDEAND L2, LC-MS/MSHIE %
1T 9 BNZINAK G 24T 5 ERH D, L L,
KIFZETII VY VRS 7 b O BAR
DIEMES 2 AFTE T KIS 2 /5t
THZLIEXTE R Moz, ZD7d, MKy
fi# I )i 1% Arrizabalaga-Larrafiaga & 0 J7 152 (2 6¢
W, BN e = —BT VLA T 7 H—
Ba2MA TS5 CTRFMIRE 9 T2 & & L,
FREDIRP DOV IV VBT 7 b D
OIHTTIE, UK G fRF% D YRIR % % 73 BL, C18
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=BT AKRUONH2 =8 7 5% W TR
T 5HHFEC, Wxrhd, HLB =0 7 A KO
NH2I = T L& AW TR 5 ik 21
MWorA4Yvtho7 AERUNH2I =07 LT K
S THBT L HEERRE I N TWDHR, #
ENEMETH T, —FH., FESRLT DT
FU A RFTY (ZENE) OSHTlEA &
)T 7 42T 4 —HT L& HTEDRE
INTWD, &2 TARBG CITERIFELEEL
THD, AL )T T 4=T 44— T7L%H
WKL A RO LY VRS 7 R D
SHICHWD Z & & Uiz, KR O RIE
EEDEEALST T4 =T 4 — T A
(ZearalaTest WB) (ZHfif L CHT 5 k%
BT L 7z,

FT. W T LAAE OV TS R

LT, KIAZ 7 —MEHR (10 mL) % e
Bl U THWESE OEHIRI 2 /B L7,
/K20 mLiZa-ZAL, B-ZAL, ZANK O’ZEN (45
0.1pg) ZWHI L. ZearalaTest WB~Efif L7=1% .
KIAH 7 —VRR 9:1), (8:2), (7:3),
(6:4) KO (5:5) %10 mLCIEKREH L7
(F14), TORR, KIAZ 7 —n (9:1)
DEFIIENT O EW b IEH L7 h o7z
23, (8:2) ~ (5:5) DOEFITITEHNRD
bivle, 2O, BT LZAfME, KIAHZ
= (9:1) THRHEEZITOZ L E LT,

RIS, Ve 2R 5720, /K20 mL
IZa-ZAL, B-ZAL, ZANK U'ZEN (450.1 pg)
I L. ZearalaTest WB~Efif L7214, 7K/ A
7= (9:1) 40mLEEAL, FLEDD
WHUIRIL A RS Lo (R1-5), TORR, Wi
nNofbEmbki A% 27— (9:1) 40mLET
TR LW Z &R S Tz,

ZearalaTest WB» b OIR IR DR 21T -



7. /K20 mLIZa-ZAL, B-ZAL., ZANK (’ZEN
(£0.1pg) ZUSHI L, ZearalaTest WB~Efaf L
e, A% —NLTHEELE (R1-6), £
K. WIFnokEmb A ¥ ) =5 mLTH Z
AL ST, b ORERND
TNIK 53 i 1% DV IR % ZearalaTest WB~E {af 1% .
KIAZ =N (9:1) THEFL, AF¥ /) —
(5mL) THEITDHZEE LT

ZFIZT, KIAZ =N (9:1) ITK DU
DR ZMERT D720, FIR 2mL) (Za-ZAL,
B-ZAL, ZANK U'ZEN (4:0.002 png) % ifint.
FBRITVESIZHE » TR R Z ATV, 67
WIREA L) T 74 =T 4 —HT7 L~AR L,
KIAZ = (9:1) 10, 20, 30K T40 mLT
Vel Lizth, A X —/L5 mLCEH Lz, (Al
WHEERI-T, 7a~ NI LEKI-61ZR LT,
ZDFER, WTFNOEY bYW T2k
AB = (9:1) OEITRPULRICLEL 7
Motz (F1-7), LL., PEIZHW DK/ A
27— (9:1) OEEHSLTIZE, a-KUB-
ZALDOEM A A D a~ 87T KB WT,
o- B OB-ZALD PRFFIRE AT IZGR 80 & 4172 24
RO DE— 27 PINS L Ipote (X1-6), Ve
B EE30 mL &40 mLCIEARMER Y O v — 7 TR
IZZEITRO LN ole, ZTOkD, Wil
HAWLIKIAZ )= (9:1) OFBEEIT30 mL
ETH Ll L, ULEDORRENS, Ik
1% DVRIR % ZearalaTest WB~Afif L, K/ A ¥
J—v (9:1) 30 mLTHFLIE, A ¥/ —
AMSmLTIHEETHZ L& L,

3. PEREFTAM

EU Ti&., RF O B-ZAL k' ZEN O
minimum method performance
(MMPR) X224 1 KO 2 ppb (1 KX 2
pug/l) EREINTWND, ZD7®d, FREXS

requirements

54

%2 a-ZAL. B-ZAL. ZAN KX ZEN (22T
VIR 1 KL OV2 pg/L T 1 H26M7. 5 HE®D
IONENGRER 24TV BESL L 72 o riE o MERE
P L7, Aeds. BMUMERHEA A KT A Tl
JREXGEE LTWRWRS, RKRIA KT A4 1HE
> T2 1TV, 0.01 ppm TO BIEEZ SR L
77

BERINREL 2 00T Lz & 2 A, fk sk 7
VOARFV U EEZEZBND ZEN OB —2 )0
Sz, EBRAD 13 KiiiTh o7,
WIholbedhb 7 a~ 7T A RICEREL
T H =R bNT, BRI I
WZ ERfER SN (K 1-7~1-10) .

HE JHMTRE R OSNBEOME R L2 £ 1-8
IR LTz, BEE 92~101%. DT 9%
B OVENREEE 13% A0 & 7220 . 2 Y PR
A KF 42 001 ppm TOHEE (EJE 70~
120%., DHTHREEE 25% A0, 2 NREEE 30 % Ai)
Ziilz LTz, 0.5~10pg/L GBI 0.5~10
ng/LFEY) O CREMRAIER LT L 25,
WTHOLEM B IRERE 7>0998 L 720 B
T 7o EARIE NS BTz,

R~ MY v 7 ZAORE OB TAMT D
7o, 1 KOV 2 pg/L GBI 1 KT 2 pg/L
(ZHRY) TRV TR ER IR I3 o~ R U
v 7 APERERIR O B — 7 HfEL &2 KD T=, D
R, WTHOEEMS 1 pg/L I TIE0.93
~1.01, 2 pg/L IZBWVTIE 0.99~1.05 TH -7z
ZEnn, WEHHRO~Y MY v 7 ADREET
EAEZTTICHETE D Z LRI NT, F
7o, EEBREE (1 pgl) 28U 7=E)
RO E—271TWnTiE SINZI0 ThoTz,
LLEDFER NG . AROHTEIT R T D o-ZAL,
B-ZAL, ZAN KUY ZEN 73tk (B&BRFILWD
THOEYHE 1 pgll) ELTEYTHLEE



2 BTz,

[4F0 6 4]

[1] RATueA MR (=X T79F—N, T
ARRATRY, ZF= NV RNTFTTF—),
B A L F AT a—)b, AFNATAKNRT
oy, B Ly ARny, TIFRAEZYUR
VA RexvruaFx7rar) 5k

1. LC-MS/MS 4D fiit

17B-=A N T VA — VK P=F =LA T
UA— vt ESI(—)E— KT, ZDOMo =t
SLLEWIE ESI(+)E— R TORENATHETH
ST, BUEXMG YO Thib B — 7 BRE
D/INESW 1IB-m A N T VF— b, = F =)=
ART VA= (RGO =T 5RED 1/5 LL
) OWIESM % mEb 3 2 & 5 IHIE S
ZRRE Lc, BRMESRIE T CIXmME & bzt
DR —IRERG LN 0Tzl LT
O HPE~ Mg FNE S D AR B B A & BT L 72
(1)0.5 mmol/L HFlE T > & = 7 LRI (pHT %)
(2)0.5 mmol/L FFlE 7 > & =7 LVRIR(pHS FLEE)
(3)0.5 mmol/L FEfET o & =7 AR (pH9.5 2
J¥)

@K
GOKKEQRT ' =T KOEE (1000 : 1)
(pH10 F2)

(6)0.5 mmol/L [XEE/KFET > =7 LA (pHT.5
FRIE)

FERELT, EBR7 = L&A L
OO pH IC L bT Wb +5
RE—JRENBFLNRNST, ZTDT LN
5. B A A DmWEDORELIRT ST
WD EREI ST, KXo TO@ITAERM &
L7ze @R bEWE—ZBELZRL, K
TEONFBEDOE — I RE L IroTz, 1277

55

L. @@IXEAOHBMESELS | JIEH O
EEFHOEZ VT Dol R E L,
OIE@ICE— 7 BEIEE 508, HERIZE L
THETHZEDRARBTH -T2, LEXD,
KbBEFICHHEZ R ETEZEOD 05
mmol/L REE/KFET v F=7 AEIKRZEH L=,
2%, 0.5mmol/L &V [RFR/KFET E=U LR
Ex EFCbE—2ED ERIIE LT,
10 mmol/L F2E ) 5 IR F AR SNT=72 0.
BT 0.5mmol/L & L7e, AHIABCRBENIMIC
T A% ) —vEHWT,

2. ABRTALER DT

FRHEIEEERE LRy, TR ALY
VRO E A B O RERIE & RIERIC,
BN D ~FH faf 7T b=k UL CTHiH
ERIRFIC AT TR 5 51k E Lic, N
ZC, At~ Y v 20BEEZAMNE LT
L=H T AL DM ARG LT,
21 AV EFIN VMM Y AT NI =T
AR OREA A AW = T B O TR
T BTNV ) BNV =T
LT 5 InertSep C18(1000 mg) L N kU X F )b
T 7ue vy Ik U S F L
T I V-N-Tr AT Y U b A VEE
R =47 A THD InertSep SAX/PSA (500
mg/500 mg) NHENENT & =KV /L TH
i, WH LTERERZ S 222 KO 2-3 1R LT,
WL 7 b= UL 30mL CIEHNAIEET
bHolze T ETFTIN U ALY I HF LS
=ATLADTEHIZNY AFALT I FrENL
UMY ATV TF LT R -N-T e
AU Y I SNAVFEE I =0 T Lk
L. 7 F=1FVU30mL TIEHT D LD
REREET N I RE & B A BT,
22 TF LUV T I V-N-TrELTY Y



TN =TT BT & DR

JEIE—F AT CIA A ST 2 fE)E
NI THHTTT7A NII—Ro/=F L~
T IV-N-Ta e Y b VR
=T ROV THEAFTEN R T 5 2
Ll ¥, = FLUUTIVNTBE
N U N VB FVI =T ATHD
InertSep PSA(1000 mg) % F\ /- IEFH ST O
MR FREPBE L, 78 Fr KO~ FH
DIRIEA 1 19)% O THBRESRK S % 2 =
BT LZARL, TR rOlEE BT CE
WInH Lo fE a2 2-4 (R LTz, MRPEic k&
SHERH DT, K zaEs 2 Li3EL W
EHIBT LTz, 7T R KO F ORI
DTW T OAS bREHTRETH - 7,
23 777574 NA—HRUI=HT AL DRE
0

I A MR I = AT ATHD
InertSep GC(300 mg) % H\ 7= WiAH S TR
INFTRED R LT, BIER Ry %2 A S
—NVTI=H T NAM LR, il F L
TEH LR ER 2-512, 7' P RUONF
P ORME( ) TRM, B LR E R 2-
6. 7 =MV LKL DIEHET : 3)
THAM, WHLIERRER 2-7TITOR LI, A X
J = R OVFERE = F )L TIE— B DRk 4> 3 IR H
TERMoT=M, T P ROANFT DR
WA HXIETE =R VKR ML DR
(7 : ) TR ATRE Th o7z, o, K
Bt CIE7 2 b= FU LK L= DRI
IR - DB H WA, 2.4 OMETTIE, B
W—FoE TR EHEh TS T b=
FNUNAKER M= OIREG : DEHWDSZ &
L7z,
24 V777 A NI—RU/ZF L2 IT I -

56

N7y UL Y A XL =h T
INNy

22K 23 DFHER NS, 77774 bh
— AR/ =F L UT IV-N-Ta e Ul
U AT NVEEE I = T A TH D InertSep
GC/PSA(500 mg/500 mg)% F 7= & Hi 3 R RE 2>
Rt U7, IRMEEREA D U 7 808 70 b 8%
LA, HHEO T = Y LR 20
mL &7 KAR LI, AT S
o HEEBE L, FHENSRRDEZT &
F=HrU/20mL T =% 7 LIZHAMLTHE,
ETNENT & R LOANFH ORI : 1)20
mL T LIZRIRE%E 28, 7 F=FU L
KON h v DOIRIEGB + 1)20 mL TR L 74
Ra2FK 29 I1TRLEZ, WTNORIETH 2
DIEMBAHETH > 728, K ViAo
T r=bF UKV DORFESG : )&
WpHrZlblle, B, TEF=FILDOHE
HEKIZ =Mo"t Licleo 72 b=+
UAEHK b Abt -2tk E & 5 kL
L7,

21 K24 DNWTHOFHET HRERIN A HE
BEABINEN, 24 1 3HEN T L 1 ROBTH
NFRETH Y, WEN T 22T 5 2.1 &
DY XVfiERTEE -T2z, ZOHE
AT L L L, BAFE LICHBRIETH
DRI DWW THRERZAT o T H. 2.3 L0,
ESI(+)E— FCHIES 2 o i35l iko~
NU w7 ADREZZT TN, NEEHEY
FoRIFIINTINY 40%0 ETH 72720,
WIEEWEIZ L A IEAEIT> CERT A 5L
L7,

3. Z MR ARG A

3.1 3R

7T v 7 i B e ARRBRIEISE > T Lz



LA, suvw NI A LICEREET D
E—Z 3 Shie ot (1K 2-1),
32EE, DHMTRE R OVENKEE

HE HMTHREROENBEORRELE 2-
10 IZR L7, EEOHIEET0~120%) K% O
FED B A THEE 30% A0, BN 35%
RAf) 2 it 72 L 72,

Fo. WEHEHE L L THWEZ 17p-= A b
7 VA= -2,4,16,16-ds. 17p-7 A KN AT 1 -
16,16,17-ds.
2,4,16,16-ds, HFfR A L 27 AT 10 —)b-d3, A
FIT A NAT B -ds,
PHs]-B-F L > A v, TFH AKX -
4,605,2121-ds K OFEfEA Rk o7 a2
Y -de DENERITWNTIS 40% L ETH -T2,
338BI~ MU v 7 ADHIE~DREE

BBt~ R U v 7 ZDHIE~D
et L7ofE A2 2-11 \OR LT, INEIIGE
BRIZIH T D EIER 100%HE S IREIC2 D X 91
P L7~ b U > 7 AU HEFR IR 0 Vs IR
MWRRIZ T A B — 7 miE ARk, £0
fES, E—ZmEkE, 17p-= A R T UF—L
T 101, 17p-T A M AT T 0.65, =F =)L
TARNTUF—/LT098, B A LS AT 1
—)LT0.63, AFINTAMATELUTO06], o

TF =N A NT I F— )b

PHsl-o- kLo R m

IZ DWW T

ML rdRerT0.66, B-hLbAlm T 072,
TRV ALY T0.64, BiRA P T my
AF B LT 0.66 Thotz, UEDZ LMb,
AETEH 17B-T A N T VA — VKR TF =)L
TR KT A= NI DGR G A P 1

BHEkDO~ N v 7 ADOEELEZZIT TS &
EZ Hiv,
3.4 M ER O ERR M

0.0005~0.005 mg/L D#iPH THERRZ 1ER L
Too DRERRE>0.992 & 720 | BAF7R ELRRIEDS

57

BFoiic,
3.5 ERRA

T B PR FUR BE 2 i U 7 BmaBlk s 545 5
N7 —Z71L SINZI10 Th -7,
4, B

PR EBR RS R B . ROITER D
iz & LIz oot GE&ERS 0.5
ugkg) L LTHYTHDZ LRI,

[2]
TFNVAFNURZA B —VRRINFEZX 1
—/V) Stk

1. LC-MS/MSE{EDft
EORBBRIEIC B W TIIACRBEIEIC 2
mmol/L fFER T > & =7 AFRZ VT 5
M, K0 SN ELFTH o 7oK OFElE D
72(10000 : )& ER L7z (4 2-2), 0D 7 A
IZOWTIIEFEH DA 7 27 vy by
U470 (ODS) FHH T L g - Mt L
7o, VEFNAFNARRA ha—)L <

7 AHROEEY —7 L OEER AR+ TH
Sleled, TH~TFNAEEHFL, ODS 7
I V2872 % 4y BE % 9 CAPCELL CORE
ADME(W#E 2.1 mm, £ & 150 mm, k.75 2.7
um)Z IR L7,
2. FEFRTALE DR Et
2.1 =X ) —VIFETTOI VY a s ERA R
DK REGAE DR

F R BRIE B O WA FITB VT, R
EGMEIC L o TEY ZF L AF LR A ha—
NDEEOIEK T ARSI TND, HrRik
B L CIIih iR = & 7 — v B OUK DRI -
1) 12 10 mL 43t L, 5 mL & THJERHME L
7ot MAKRDIRBAEEAT > TV D D, IBHMEIC

AFNRUHE (VxR ba—n, ¥



LBV ZFARAF AR a— L DEILED
RTICEETO2HERD D, 2 CHIHR[—
2 =)V R UUKOIERKRO : 1) 1% 5 mL 57HL

B TISIAKSIREBRIEZAT O T2ic, =4
S = VIHAFE TR T DR IMAK RIS T
LUF D515 TR LTz,

CITF NN AFINRA ha— LTV a R
JIAR 25 ng(VET VAT ANRZ fha—L b L
THI15ngMY) KUOPHs]-¥ =F L AF LA
fa—/ 25 ng ZWML7c=X 7 — VK OUKD
JBHE(9 : 1) SmLIZ 0.1 mol/L Hffig) ~ U v A
#(pH 5.0)10 mL KX B-Z V7 v =4 —BIEiK
100 pL Z Nz, 37°COKET T 60 5HIE E 5
L. MK REBOG % AT o 72, F 7z xR &
LT, VEFNLAFNRA ba— /L7 )70
VIR A IR K OPHs]-Y = F )L AF LR A k1
— NV EEEERN L= X ) — L R OKDIE
WO : 1) 10 mL #5995 mL F TN L7,
0.1 mol/L FEfET NV ¥ AP (pH 5.0)10 mL &
W B-Z 7 a=F—FEEK 100 uL Z 0%,
37°COKBHT 60 /3R E 5 L, MK AR
JREAT 2T BNUKGIRE DRI, 6. AR
IR OB DOIHD 6.c FHOBAEEZITW Y = F
VAT LR A kL DA ERE R D T,

ZORER, VZFNLAFIRA fa—/L &
L CORIGEIL, =& 7 — VR OKDIEHEO :
1) %#5mLoB L7564/ —/ 4.5 mL 4
1F) 1 94.5%, =X ) — )L R UUKDIEIKRO : 1)
10 mL % %) 5 mL % TRIERE L7z a (=% /
— UK 4 mL A7) 1 93.4% TH Y, 4.5 mL FRFE
DT )= PN FLEHBAETH-TH, M
KGR DN FRITIT R E R BTN b
DR ST, ¥, A RIERITH 2 TPV,
SEEIE & V=,

22 HAKMIEEM SDB R = T L ROT X )7

58

gL I ATV =T AT
e

IR BRI B WO THNK oy il SO I % AT R
S HARS S8 BUEIRME L 7ot 33N
Bt A RHIRI =h T LAV AT
S TWDHA, BERMEERIEZRET 272D, N

IRINR Z DO FE EEAT T MIEAL
R A AT 5 B G A Wt L7z,

BUKMWERY ~—_—=X[EHHT 7 L TH DY
v=bvr ) RUOREAGK
3 =% 7 A[Oasis HLB(150 mg/6 mL)] &% OVH/K
PEEAEAR SDB X =74 7 A[EVOLUTE ABN(150
mg/6 mL)|(& B2 Lo ~FH 2 5mL, KL A
9)S mL & UK 5 mL Ty

VIR AIa—)b, VZFINLATF

L2

E= AN N

X 7 — )V OIRIR(1L
L72d D)
NWARA B —= LR UI~NFER M — )L &%
0.0125 pg.
IVAFIRA b — )L INF A b —)b-
di %45 00125 pg e L7e, AKEA X ) —LdD
BIRAL : YR A Y N CHREFE T T2
KN TLEOTFHIZT I/ 7Ta ey by
U 7 v =% 7 A[Sep-Pak Plus NH2(360
me)|(H 650 UDEBE=F VKA Z ) —LD

VIR AR —/)b-ds, [PHg]-¥=F

RO - )S mL THEH Lo b D)2 HhE L, B
figF VR ONRA X ) —)LDIRIRO : ) TEH L

77

FERER 2-12 1R LTz, WTROFEMAT Z
A YRR K L YA & 7 — L DIRHE(11 @ 9)5
mL F 72 I~F 2 5 mL] IR, Bl
TFINVRRAZ ) —)VOIRHKEO : 1)15 mL £ T
IZIEIE 90% LA ERVEH &z,

/41N
FIVAFIIA_A ha—)b ~FEAha—/,

EOFHRICY =R A fr—)L, VT

VIERA B —b-ds, [PHs]-¥ T F L AF LN

AP — L ERNFERA N —b-d, YL



T, fl MK RBOSRICRBRIZ T T 26
AT -T2,

FEREE 2-13 TR LT, Bt~ Y v o 2
FAE T Tl BKMEIEER SDB X =4 7 A
[EVOLUTE ABN (150 mg/6 mL)] % H\\ 7= 456 0

TR KV BIF 72 NARTEM B IR R 3G b iz,

B, ¥ MUy 7 AFEE T THOERERICY
TF NV AFIARZA N —vD trans (KH 5 cis (&
~OBIEAPFER I NT=Z &b, NIEKEY
BEHWTHEETT> 2L Lz, £727 3
7 Uik U BTSNV =h T A
[Sep-Pak Plus NH2(360 mg)| =&\ =4, bk
WY BRAHALNT T Ly g URREL
otz

U EofEFR I BUKMEEES SDB
< LA[EVOLUTE ABN(150 mg/6 mL)| &7 2/ 7
a2 e YAk Y v I =79 7 M[Sep-Pak
Plus NH2(360 mg)|D#Ef5 7 7 LT K 2 K574
IER LT,
3. 2 MR RS
3.1 EPRE

7T v BB AR ARRBRIEIZE - THBT LTZ
LA suw NI A LICERRYIETSD
V— 7 3mi shie otz (K2-3),
32 B, PHTRE M OENRE

HE HMTHREROENBEORRELE 2-
14 |28 Lz, EEO BIEE(T0~120%) % UK
FED BAEMEDMTREE 30% A0, =N 35%
ARAf) 2 it 72 L7z,
T, NIEEYEL L TCHW Y= XX b
—-ds. [PHg]-¥ =F IV AF )RR b —L &
R~FE R b —)bdy OEIERTNHNT NS
40%LL ETH Tz,
335E~ b U v 7 ZOWE~DE R

BB~ MU v 7 ZAOWRE~DEE|ZHONT

—~
I —
N —

59

Rt LiofE R a3 2-15 1R Uiz, dINEIGR
BRI 1T 2RI 100%HEREIC D K91
L 7e~ N U v 7 RARIEE AR IR O VA AR
WERIRIZH T 58— 7 w2 ko=, oD
R, BE— 2 mEkiX, Y2 Rr A Fr—/LT
0.99, VEFNAFIANRA R —/LT 1.04, ~
FEA R —/LT 096 ThHholz, b &
M, ARETREHEO~ N v 7 AD R
IFLAMEZTTICET D LN RELE

2 bz,
3.4 BB OO B

0.125~2.5 pg/L O#LFH TR st 2 1ERk L 7=,
RERHE7>0.998 L 700 | BAFIRERNENS &
e,
3.5 ERRA

TE R 2 U L2 iRINEE i 545 5
N7 — 7 L SIN210 Th o Tz,
4. BE

ZVERE MBS B D . RO iEIXE O
Az et g & LTk oris (E&ERS 05
ugkg) L LTEYUTHD Z ENRINT,

[4Fn 745 ]

[1] =kaAFY — VIS ANEY — /v, n=F
)b Aha=F ) — ) A Ta=F Y —) 2k
Ra% v AF -1-AF V-5-=baf3IF ) — b 1-
Q-EREF v TF L) 2-ERaF o AF )V -5-= s
IF =) 1-AF)-2-Q-EReF v A )L )-
5-=baAIF Y — )ik
1. M7 2ORE

Gy BT R [ o fE g 2 B I, SR Bk o
HPLC 7°5 UHPLC ~DOHIEIEDE T AFIA, 53

W17 2O EH 21T ->7-, ACQUITY UPLC BEH



CI8(NAE 2.1 mm, £ 100 mm, KZ1-£8 1.7 pm),

Shim-pack Scepter C18-120(PN%E 2.1 mm, £ 100
mm, K7 1.9 um) M O° Shim-pack Scepter C18-
120 [Metal free](PN£E 2.1 mm, £ 100 mm, K7 1
£8 1.9 um)? 3 FEFEIZ OV THRETL 7=, ACQUITY
UPLC BEH C18 TiX HMMNI OffggBA A4 TH
MWD BAT72 55 BEDMF D72/ 572, Shim-pack
Scepter C18-120 Tl DTZ D NAZHEW) B D [a] I %
S A0%FEE & B 72Tz, DT K ED
STBED B BAF T @RI R A3 b A7 Shim-
pack Scepter C18-120 [Metal free]ZE2R L 7=,

2. KERAT Ao

A RBRIETIX DTZ OV INZ T i
TEICEDEICE MK T 52 LAVRIB S TEY,
FMHIEN T BRTHDHZENS, % OF
BRI LB, =0T 2GR, Filig
I EDHRIRESEMETH D, = 2 CRUE IR HE R AF
DOEFEREOL R TR =A 72RO L
T HRBRIEA R AT,

RUB AR TR LY ALY B AL
2=7724 [Bond Elut SCX (500 mg/3 mL)], 5/
REBRECHASN W DA VRV RS E =
NRB U N-Emen) R BEASRI= T A
[Oasis MCX (500 mg/6 mL)]| & O MCX &13#72%
W BRI 2 O 2 LR IRERIE i B =
BU-NE=AERrIRESERI=DT A
[EVOLUTE EXPRESS CX(500 mg/6 mL)]® 3 f
A LR R LT,

BEI=HTLHBHONTHAZ ) —/v 3 mL, HiliE
TFIL R OFEEE ORI (19: 1)3 mL THFHL., 7t

60

~ 5 mL, FEfE—F L K OHERE DR K(19:1) 5
mL X OWEERE 50 uL OIRGHRIZE TSk 6
Y% 50 ng(DTZ,RNZ }% U8 HMMND) & OY 25
ng(MNZ, INZ, MNZOH K OY INZOH)#sINL 7=
AL BT L K OWEROIRIR(19:1) S mL %
EAL, I=0T7 L0008 HIRE Y . Zivae Al
XELTz, EBIZT 'R 5 mL, A% /—/L 5 mL &
U7 Er=RN/V 5 mL ZNERIEAL, Kia ks
BOWeiXE LT, D%, T ER=RFIV KT 28%
T =T IKOIERR49:1)5 mL 90 4 [RIERE
ALB R IR AR I K E Uz, &0 A K
e O[O IR (1000: 1) T 50 mL IZEAL, LC-
MS/MS Z W THEEE IR T O3 it S b G &
ZoR Tz, T B AN KITRMFERIEEZA TV, BElE—
F R OT B ZBRELRNEERE O O [E
LU ERET o7, MEIZHOWTE, EAR
13427C 2 uL Tf7V, HMMNI O E & (23R D
BIf7aA4 mlz158—55(2— 2 EJE:3 V, alY¥
2 TRF— 12 eV)E W, a—EEICTD
W DTZIE 34 V,RNZ X 2V ELT,

fii KoK 3-4 |TRLT, AMXTIZ EVOLUTE
EXPRESS CX M7 RNZ T 1% DIFHBZED B
T2 IRIAE L TR T-, TEEIX (TR S
mL, A% /—/L 5 mL Q7 Eh=kJ/L 5 mL)Tl%
WFNDOI=I T LLHEEHE T, ZhOD K
ITUEHRIEICHE A2 N A RE CTHDHZEDRE
iz, WX G, Bond Elut SCX (37 b= /L
R 28% 7B =7 KOUHE(49:1)15 mL £TIC
WTILOWED 98~103% A S RAFRf5 R T

HoT-, —J T, Oasis MCX K O EVOLUTE



EXPRESS CX Tt RNZ OEIIZEN, ZhEi
79% ., 69% EAKD o7z,

LLEDFEREIY | 25 AL GG AT
HE T 7= Bond Elut SCX(500 mg/3 mL)IZL 2k
BEARINU T2,

3. 2 PEREAM AR A R

(1R

T Ui R RRBRIE TS T LIcE 24,
ra~x 7T BICEREYETLIE—2I3mtEn
7ehoT2 (K 3-2),

(Q)ELHE, DHTREEE R V=R NS

BLRE, D TREEE S OV N RS FE OS2 3-5 1R
L7z, BEO B AEE(70~120%) % OV D B Al
(DFFTHEEE 30% AT, SEPNREEE 35% At A&7 L
7oo Fo, WEEHEY'E L LTV DTZ-ds, RNZ-ds,
MNZ-ds , INZ-d; . HMMNI-d; , MNZOH-ds F U8
INZOH-d; D[EMLFIT TG 40%LL ETh ol

3)iBE~ R 7 Z D E ~0D 545

B Ry 7 ZDBNE DB OV THREL
TR RER 3-6 \IRLT-, IRINEINGRERIZE1TD
[N 100% 0 2 R BEIC 72 D IO IS L 7o~ B
> 7 AN HEVS IR O B IR VA IR I o6 D —
R E RO, TORR, ©— 7 mELIE,
DTZ < 0.97. RNZ T 1.44, MNZ T 0.98, INZ T
0.98, HMMNI T 1.05, MNZOH T 0.98, INZOH
T 0.95 ThoTz, RIETIL RNZ 2BV TEEHH
KD~y IV AD B ZZ T TN Ted |, AR
W LAMIER To CERT D IEELTZ,

(4 B DO BRI

DTZ, RNZ T HMMNI (& 0.1~1 pg/L, MNZ,

61

INZ, MNZOH } O} INZOH (% 0.05~0.5 pg/L O
HIPH TR ERAER LT, ERREL 17>0.999 &72
. BRAFREBMED RO,

(5)7E B[R A

TE R BRIIR 2 AL 7o NEE ) B 13047
E—271% SINZ10 Th-oiz,

4. BL

F PRI AR BR A D . ARBRIIB O
BXRGBELUT-ERERA 0.2 ug/kg(DTZ, RNZ KX
HMMNI) K Y 0.1 pg/kg (MNZ, INZ, MNZOH X
ONINZOH) COFRE o L T Th HEFHIiS
nic,

[2] pMEENERILV T Ta—)b, TIP3 W
VT EE—)V AR TR— )V, eTa—/V)5y
Mri
1. LC-MS/MS Gk Dzt

CBT O /RRBRIEIZHSE | KRBEFEIZK
J OB ORI A AV TRETEAT o728, B-1EE)
S ALEW)DORIBE AT TlE, CMT ORI
T+ IR R &0 T, FTT, MR
B DT T DA~ DWAE I K O — 7 TEAR Dk
Ex HEL, BEHICYEE K OFER T E=T
DEWIMUT- S ARG LI, ZOfREE, CMT %
B RTORITRGALEMITIN T RAFRER
PENHER ST | R K RBEHLEL T
R,
BT O R

CBT A /malBRiE 30l 8 osa Rl Z
CTROI=ATINEMAEL | BERNEMETH D,

2.



ZI T KR TREOMKLE B L Lt %21T
B-1EENER T HEMAL B THDL LN D,
CBT D& 7<akBRVE TSIV T D585 A A 52
0T 2% WTORE AR IR U T, CBT O& R

277,

Bkl R DR B A VR = L7 e’ L)L
b2 VA7 V=% A[Bond Elut SCX HF(500
mg/3 mL)], VARV EBEEMiTE =L B
N-E =/ e rY R AALEGRI=17 L[Oasis MCX
(500 mg/6 mL)] &% TN MCX &3 572 5B n Rt
ERFORNVR BRI EMi Y =L R BN =
nrnl Rt EHA5KI=07 A[EVOLUTE
EXPRESS CX(150 mg/6 mL)]? 3 ffi% ELigehhiatL
720 BIZHTLESHHNUH AR ) — L (Fi#k)5 mL,
KL AR ) — )V DI (1:1)5 mL THEE L4,
7 b 10 mL (ZFERE 500 uL 2R G LRI CHE UE
& W[1.25 pg/L(CBT K& 8 CMT)K& O 6.25
ug/L(RCP, SAL }2 T} ZPT)]200 uL[ K} TNAZ /—
VDTS5 RMUT- iR A HEL . KL OAK
—/VOIRE(1:1)5 mL, A%/ —/V(F5k)10 mL, 7K
KR 25% 7 =T KOIER(98:2) 5 mL K& VA
2 )=V ($5fk)5 mL THiF L% A% ) — /L DY
25% 7 =T KOIEHR(98:2)10 mL TIRHL, &
DIZAZ )=V R 25% 7 =T IKDIIE(98:
2)5 mL TIEMEH LT, FHEDE T AET 7 A=
IZERY , B—& Y — TR L — 4 —(40°C) T 2
FL ., IR CERT AZ BRI BA R EL,
TR % K S OAB ) — )L DIR1R(95:5)2 mL (2R
fig L, LC-MS/MS % FVNTHIATR D 5y Bk
bz R, #ika# 3-7 ITRL7Z, Bond
Elut SCX HF(500 mg/3 mL) CiZ/K &N 25%7 >
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F=T KOIRIK(98 : 2) Bl % DAZ ) — VX
IRV TWTNOWES 9~32% DA H 7358
531, 7> RCP DA FHEITERDS 13% EF LK)
-7, EVOLUTE EXPRESS CX(150 mg/6 mL)i%
Bond Elut SCX HF(500 mg/3 mL)(Z L~ CTAF A
IERZm ELIZb DD KK 25% 7 o E=T K
DR (98 : 2) VT % D AKX ) — )V PEFIFD ZPT 73
34%EEH L Tz, 2 BTk LT, Oasis MCX
(500 mg/6 mL)I% 3 FEEEDI=HTLDOHF TiH R
UF7p R BN A /R LTZ, RCP KUY CMT D4 7]
IRIFZENEI 3%, T5%ICE E-TbDD, A
faf IR R ORI B8 1T D XU T E A LR B
7otz

UL EORER KD . B3t GBI Al
HETdh-7= Oasis MCX (500 mg/6 mL)IZ kA5
BaEBIRLT-, 2ot ERBEH WD, NAE
WYL DM IEATOZE CEBMEE IR T 52
Ll

3. Z M PERTAT AR AL SR
(DR M

B RO FHHN DT 7 73kt 2 AR RIEIC
W THWTLIZEZ A, 7ua~ T Th FICERZY
HIov =23t 712 3-3),
(Q)ELE | DHTREEE K OV NS

FOMPIZIWTEEE, fHTHRE XK O ENE
FEORERAEFR 3-8 (RLTZ, EEO HEfE(70~
120%) % OKEEE D BB (D TRS EE 30% A, 28
PR EE 35 Y% A ) &t 7= L 72,
Fio, NWEEHEYE L L THW = CBT-do, RCP-ds.,
SAL-do, ZPT-13C;3 & Y CMT-dy D[RRI T 4L
% 40%LL ETHoT,
(3)HE



HOMHWIZB W TEEDREREE 3-9 1R,
FLEE O HAEfE(70~120%) %72 L=,

Fo, WEEHEY'ELEL THWE CBT-do, RCP-ds,
SAL-dy, ZPT-1C; K U8 CMT-d; D[RRI T4
% 40%LL ETh o7,
(AR~ N 7 ADHNE ~DR

A4 J OB O A B W TR B~ R v 7 2D
TE DRI OV TR LT RE RAa e 3-10 (TR
U7z, BMENGRER 1231 DA R 100%FH 24 5
FEVZ /2D DR 72~ R w7 A IRIME IR
DI AEHE R x4 A8 — 7 i a2 R 7,
FORER, FOHRICB A — 7RSI,
CBT T 0.90, RCP T 0.84, SAL T 0.83, ZPT T
0.91, CMT T 091 Th-o7z, Fio, HBOMHRIZE
FHE—7 gL, CBT T 0.94, RCP T 0.89,
SAL T 0.93, ZPT T 0.91, CMT T 0.93 TH-7=,
RIETIEOT IOt AL A b ek R D
VN I AD R R E TS TR, NEEHEY
BICLDMIEERATY FIEE LT E & MEICRHE
AT 2l 1 By

(SR EAR O E R

0.00625~0.0625 ng/L(CBT), 0.0625~0.625
ng/L(RCP, SAL F O% ZPT)K O* 0.0125~0.125
ng/L(CMT) D #H TR A TERL L 72, IREFREL
7>0.998 L7020 | BAFIRERED FFHALT,

(6)7E BEBR A

TR AR AT U - RNk S5 bz
B —271% SINZ10 Th-o7z,

4. H5

Y P B AR D ARRBRIEILA R OV
D ZxtGE LT EREIRF 0.05 png/kg(CBT),
0.5 upgkg(RCP,SAL K& U8 ZPT)&% ' 0.1
ng/kg(CMT) TOFREE oA L L T4 ThH LRI
S,
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D. f&#

=X U R E 1T BU ISR Dl AR
RAEIZBWT A WEIBH S -5E6 ICRIA
TN E T 2 oiTiE 280 Lo, AFn SRR,
EU ~O4ERgHEOE=4% 1 o V& T 2-F
F TP ENTEGEOFRINFHEICE
TH70, FRYPD2-FFHU T, 4-FF U
TUNKR 6-A T N2-FF T T L IIVDIrHrk
eSS LT, FT-,
P S NG E OIRIRGEICE T D720,

VYIIVUVERT 7 N B

FIRPOLVI VLIRS 7 N FE (a-ZAL, B-
ZAL, ZAN } ¥ ZEN) DMk & fEsr LTz,
S 6 FE T, EU TOARREICE T A
WE B SN 5E ORKEFHEICE T 54
APFDORT oA N (XA TV F =, T
AbATORY, ZF =)V A NT I F—)L,
HEfe A Vo S AT m—v, AFNVT A KNRT
oy, gL rARuery, FRFRAEUR
OA FaxvrnrF2A7nry) giERTA
FNURAE (VR A br—, PZFIR
FN_RA R =)L ~NFEA N —)V) 55
Wk ZERENL Lz, S DICER 7THEEX, BHR
mo= kA IHY— VESHER OS5
RO pAEEE (7L TTr—n, T2
KX, T HE—)L, IR Ta—),
v T a—)V) GHTIEERESL LTz, 24 MEEE
iFABR OFE R, ARECTHESL LT X Ty
Frigid, BE. OHMTREEE. S| & ONER
PEOD BAFAE A 7o L, RGHE 7 JRUA 78 B f O
HERRICE T 2B AIEL LTRYTHD



TR SN, LEX D o AWERHEF O
JRRIZEIRIC & 2 ik 2 80 L. HaE 7o
K12 BA Ko O 7 BR (2 5eh sl B 72 40 BT 1 il &
LT,

[5E 3R]
1) Blokland, M. H., van Tricht, F. E., Groot, M. J.,
Van Ginkel, L. A., Sterk. S. S. Discrimination
between the exogenous and endogenous origin of
thiouracil in farm animals, the final chapter? Food

Addit. Contam. Part A, 38, 2077-2090 (2021).

E. BF3E33R

1. B3CHER

1) MEF. M E T, SRR, TR
—. CHRRELE. SRR, Malvh. G5 H R E
2. BRTPD2FAUT LN 4F AT TN
BN 6-AFN2-FF T T L IVoHTIEDMESL K
OV S PEREAMG BRI SHE G~ 0 A= A H e oD &
=XV TREDTZO DA BiEES
MERE 2024; 65(6), 178-184.

2) @ARTH, AR TR P ELE
PREIE, Fallvh, EHORERE. NES A~
O A ARELWEILREOE=4 Y v T RED -
DDOHERP LNV T 7 N G HTED
il ST R OMAERERTAM. & ShfiT A= 2 MERE 2025; 66(2),
32-38

2. PRFR

1) M. WAV E - SUR R, TR
—. GRRRELE falig | EHE R

t;%%uﬁg\
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B HFRPO2FAITIN, &FF TV
K 6-AF)N2-FF T T Vo HTIEDHENL.
H A 0 i AR 0 120 [R1 57 A0 G 0 &
(2024.11.7)

2) BARTE, AR, TEE—, iR
AW, Mg, SHEREE. AL/ T7 7
4 =T A=A T LEHNERPIZEBTS L
VIVINET 7 N ORI HTIERR. AAK
TR 120 BIGER S (2024.11.6)
3) JMHE . MU A . BRIEEER—ER, ERE
—. CRRRELAE. SRR, MaILE. G5 IR F
2. RGP D2-FAIT LN AFF T T
K 6-AF)N2-FF T T Vo HTIEDHENL.
7 B AARSEAFRI®R T 7y 7 iR
(2025.2.14)

4) /MERIE. BT SRR R, TERE—
CRRRELRE., SRR, MG, SRR
LC-MSMSIZ X DT OmEEAT v A R
H—FoWEORT. BARBEAEFRSE 121
[l = (2025.10.16)

5) WA E T M. BRERE R, JTERE
—. DRERELEE Mg, SRR

H. FHAFTOAFALNE (PR b

Rl EN

— )b, VEFILAFILARZ B —)L A F
TATr—)V) SIEORE. AARBEMSMHE

A 121 [BIEAiTREE S (2025.10.16)

F. JnA R EEME D HIFE - BRI
L



[4Fn 5 4]

F 1-1-1 2-FAITIIN 4-FFIFTL TR 6-AF )L 2-F- 425 )L ORI ESAt:

LC &t
T 2 Shim-pack Scepter C18-120
(WA 2.1 mm, & 100 mm, KL 778 1.9 pm B REATRY)
B8 )i (mL/min) 0.4
A& (L) 1
717 L FE(°C) 40
BEH AR K K OVFERE DR HE (10000 = 1)
Bi: 72 h=F)/L(LC-MSH)
Va2 s Sl
IFH(49) AE(%) | BiE%)

0.0 70 30

2.0 62 38

4.5 62 38

7.5 5 95

9.5 5 95

9.51 70 30

14.0 70 30

MS &fF

HWEE—F MS/MS, BRAFA it
AFALE—R ESI(—)
AF ATV —FEEWV) Triple Quad 5500:-4000, Triple Quad 6500+:-4500
b—&—{RE(°C) 650
T TAW—TTA 7244, Triple Quad 5500: 50 psi, Triple Quad 6500+ :40 psi
S —78TTA 7% Triple Quad 5500: 50 psi. Triple Quad 6500+: 70 psi
SYDENG EH

EEAT Y (miz), EVEAA T (m/z)

Triple Quad 5500
TaX A4 DO AL B A0
Y h—if— | DP (mg)jjl))ya\/ (;E'@}jj;ya\/
AF (V) N N
(m/z) T RILX (m/z) T RILX
—(eV) —(eV)
2-F ATV 343 -30 309 =22 127 -34
FATTL -
BN 346 30 312 20 — —
4-FF 77 v 343 -30 249 -20 127 -40
[13C,15N2:|' B B
4F AT 346 -30 249 -20
6-AF v
FAIT 357 -130 127 -34 58 -106
[13Cs, 5N, -
4-rRa¥x -
2 AT - 364 -120 127 -30
6-AF NI
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Triple Quad 6500+

TaZ I AA D T IrAF Q)
FYJj—+— | DP 015@@):}5\/ (;E'@)f;ya\/
AF (V) N N
(m/z) T RILX (m/z) T RILX
—(eV) —(eV)
2-F ATV 343 -70 309 -24 127 -32
FA T -
eI 346 55| 312 24 - -
4-FF 77 343 -20 249 -20 127 -40
[13C’15N2]_ B B
AT A5 346 -20 249 -20
6-AF )L
FAIT 357 -55 127 -34 58 -102
[13Cs, 5N, -
4-rRa¥x -
2 AT - 364 -80 127 -34
6-AT LI

PRFFIRF ] (min)

2-FATTIIV 5.0, 4-F A TTIIV 4.2,
6-ATFNTFHFT T I62
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# 1-1-2 VYLV ERT I N AAEORE S

LC &
A7 L 53 BT 2
InertSustain C18 (W% 2.1 mm, £ 150 mm, F7 75 3 pm
— LA R
H—R7 A
InertSustain C18 (N2 2.1 mm, £ 10 mm, K7 £ 3 um
YA AR
B EhFH T E (mL/min) 0.3
EA (L) 5
H7 LIRE(CC) 40
BEH A 10 mmol/LEFRET €& =7 LRI
Bifg : 7B =RV K TOIAZ ) — )L DIRHE(4:1)
Viralag S 3o
IRFfHI (47) A &%) B i&(%)
0.00 60 40
1.00 60 40
16.00 20 80
21.00 20 80
21.01 60 40
26.00 60 40
MS 1
HEE—R MS/MS, JEIRAF
A4 AE—F ESI(—)
AF AT L —FEEV) -4500
b—&—RE(C) 700
2T TA Y — A 2253, 70 psi
B A 7253, 40 psi
aTar HA EHR
EBEAA L (m), EMWAT (/)
PA=Z /4 v ()) T I AT D)
FUdh—+F—|  DP <Eif;yay m&iﬁi _
gkl v (m/z) TRILF (m/z) TR
—(eV) —(eV)
B )—)b 321 -105 277 -30 303 -30
vroo 319 -115 275 -30 205 -32
vrov v 317 -20 175 -34 131 -36
€7 /- 321 -90 277 -32 303 -32
PRFEFIRFH] (min) VT /=570, BTTI7/291, BT T L) 93,
7/ —/1170
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# 1-2 Oasis HLB (150 mg) (23175 2-F AU 7LV 4-F AT TNV F O 6-AF )L-2-FF 073 L DRI
# (%)

TEr=RLV
N
0_5 =R
mL 5-100mL  10-15mL  15-20mL  20-25 mL
2-FHTTIv 86 10 1 1 0 98
4-FF 7TV 83 5 1 0 0 89
6-AFIN2-FFIZ7 )0 T2 18 2 1 0 93

F 13 2-FF T A-TFFTTIIL IR 6-AF)V-2-FF 753 )L D Y MR S

B (%) DFTHIEE (%RSD) FENKE (%RSD)
2-F ATV 95 49 49
4-F ATV 100 23 42
6-AF IL-2-F AT T L 97 3.0 7.2

7% 1-4 /K A% 77—V (10 mL) I& R Z351) % ZearalaTest WB 2°50 a-ZAL, B-ZAL, ZAN } (X ZEN
[ (%)

IKIAZ ) — v
9:1 8:2 7:3 6:4 5:5
a-ZAL 0 0 2 14 53
B-ZAL 0 2 7 52 37
ZAN 0 0 1 9 46
ZEN 0 1 2 18 60

7% 1-5 K A% 7= (9:1) IR HHIFIZ 351 D ZearalaTest WB 750 a-ZAL, B-ZAL, ZAN Jx O ZEN DJA]
=R (%)

KIAZ )=V (9:1)
10-20 20-30 30-40

0-10 mL mL mL mL
o-ZAL 0 0 0 0
B-ZAL 0 0 0 0
ZAN 0 0 0 0
ZEN 0 0 0 0
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7 1-6 A ¥ ) — VIEHIFIZET D ZearalaTest WB 75 D a-ZAL, B-ZAL, ZAN &Y ZEN D[R
(%)

AL ) =)V
Total
0-5 mL 5-10 mL
a-ZAL 96 0 96
B-ZAL 107 0 107
ZAN 102 0 102
ZEN 100 0 100

17 K AZ 7 —v (9:1) IEHIFIZET D ZearalaTest WB 75 D o-ZAL, B-ZAL, ZAN KOt
ZEN DEIE (%)

KIAZ 7= (9:1)
10 mL 20 mL 30 mL 40 mL

a-ZAL 100 90 98 112
B-ZAL 100 103 99 94
ZAN 92 106 98 109
7ZEN 108 111 108 107

#21-8 a-ZAL, B-ZAL. ZAN TN ZEN O 24 PEFEAM#E5 5

e SUE () BHTHIE (%RSD)  EIHEE (%RSD)
1 99 4.6 8.1
wrAL 2 98 5.4 5.6
I 101 6.3 127
P2AL 2 99 4.6 5.0
I 92 6.1 8.9
#AN 2 95 74 7.7
I 94 8.7 9.5
BN 2 96 72 7.2
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—
Q
~

- -

o N

o o
L )

o]
o

e

'S
o

Relative peak area (%)
[}
o

N
o

o

0 20 40 60 80 100 120 140
Time (min)

(b)

120 4
100 ~
80
60

40 -

Relative peak area (%)

20

0 20 40 60 80 100 120 140
Time (min)

100 - ././.—0/"\‘
80 1
60 1

40 -

Relative peak area (%)

20 A

T T T T 1
0 20 40 60 80 100 120 140
Time (min)

1-1 KERBEIICEBIT 2 120 5O — 7 mfEa L Liz(a) 2-F AU 720 (b) 4-FADU T
oy (€) 6-ATFIN2-FF DT UND 3-9— KRR U7 a I RFEEROME— 7 mifE (%)
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Relative peak area (%)
(2]
o

50 70 90 110 130
Time (min)

Relative peak area (%)
(2]
o

50 70 90 110 130
Time (min)

Relative peak area (%)
(2]
o

50 70 90 110 130
Time (min)

1-2 AKFEHIZEIT S 120 g% O — 7 HfEE UL Liz(a) 2-FT A4 U720, (b)4-F4H U7
Vo (©) 6-AFIN2-F AT T LD 3-F— RV 7 a3 RFEEROHR E— 7 g (%)
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(@)

(b)

(©

1-3 2-FAYFINAD3-I— KR 7 a3 RFEEKRDOSRMZ a~ 75 A
(@) FIR7 7 7 i BRIEIE. (b) FIRISINGRBRIANL (10 pg/L) . (c) FEYEANR 1 ng/L GRUEHFIEEE 10
ug/L (ZFHY)
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@
OREE

1-4 4-FF 753 ND3-9— R )7 a3 RFEEROSRMZ a~< K75 A
(@) FIR7 7 v 7 RBRIEIE. (b) FIRESINFERISIE (10 pg/L) . (c) FEUERWE 1 ng/L GREHHIREE 10

ug/L (ZFHY)

73



(@)

(b)

1-5 6-AFN2-FFTFIIND3-IF— R KRR 7u NFEEROSRMZ u~ 75 A
(@) FIR7 7 v 7 RBRIEIE. (b) FIRESINFERISIE (10 pg/L) . (c) FEUERWE 1 ng/L GREHHIREE 10
ug/L (ZFHY)
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(@) (b)

[ZAZ37278-033-ZAN2327.3 73097 - D- nalystData B ojects CRINData HZTI 28 .. [ZAZ37278-094-ZAN2927.3 73037 - D- AnalystData\B ojects CRLN\Data HZII2TE..
23041338 _10mL "1(9-7). m/z:321.1 /3031 23041338_10mL "2(9:7). m/z321.1 /3037
Area: N7A, Height N/A, BT- N/A miy Area: N/A. Height N/A. BT-N/A miy
1500 1500
1400 1400
1300 1300
1200 l 2 1200 2
1100 1100
1000 1 1000 1
900 900
2 800 5 800
5 m 5 700 l
< <
600 600
500 500
400 400
300 300
200 200
100 100
40 45 50 55 60 65 70 75 80 85 90 45 0T TIE 50 55 69 55 70 75 80 85 50 9%
Time, min Time, min

(c) (d)

[ZAZ37278-075-ZANZI27 1 79077~ D- AnalysiDaaiopcs CRIND Rz [ZAZ37278 096 - ZANZIZT 773077 D-Anal<iDataAopa= RN D ZRZFIZTE.
23041338 _10mL "H9:7). m/z321.1 /3031 23041338_10mL *4(9: ). m/z:321.1 /3037
Area: N7A, Height N/A. BT- N/A miy Area: N/A, Height N/A. BT- N/A miy
1500 1500
1400 1400
1300 1300
1200 2 1200 2
1100 1 1100 1
1000 1000
. o . o
ki 800 3 800
2 700 2 700
600 600
500 i 500 l
400 400
300 300
200 200
100 100
SIS 50 55 80 85 70 75 ©9 85 50 98 0TI RS 55 65 65 70 75 80 §5 50 9%
Time, min Time, min

1-6  ZearalaTest WB (T L 0 &8 U 72 2R RBEIF D 0-ZAL (2) KUYB-ZAL (1) (1 pg/L i) @
SRM 7 i~ F 77 I (m/z321-303 ; WA 4 2)

Velristt: Ok A% 7 —/=9:1) % (a) 10mL, (b)20mL, (c)30mL. (d)40mL & L7-,
RENIAHERL 77 22 7R3
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(b)

(€)

1-7

(@) IR 7 7 v 7 BRI, (b) FIRISIEERIEE (1 pg/L) . (c) 1 pg/L AR GUBHF 1 pug/L 1

FH24)

[ZR240725-008 - a-ZAL 13271 7277.1 - D:AnalystData \Projecis ZRINDala \ZR24072..
23041338-001CONT2. m/z321.3 /2777
Area: N/A. Height N/A. BT: N/A min
2000
1800
1600
1400
1200
1000
800
600
400
200
0

Intensity

I I N S N, PN

45 50 55 60 65 70 75 80 85 90 85
Time, min

[ZR240725-003- a-ZAL1327.7 7277.1 - D-AnalystData\Projects ZRINData\ZR24012 .
23041338-001ADD3-QL  m/z.321.1 /2771
Area: 19874, Height: 1767, AT 7.00 miy
2000
1800
1600
1400
1200
1000
800
600
400
200
0

Intensity

45 50 55 60 65 70 75 80 85 890 85

Time, min

[ZA240725-005 - a-ZAL1327.1/7277.1 - D: AnalystData\Projects ZRIN\Data\ZR24012..
ZBLN_mixt 0.001mg/t , m/z321.1/ 2771
Area: 79036, Height: 1658, AT- 699 miy
2000
1800
1600
1400
1200
1000
800
600
400 1
200 4
0

Intensity

45 650 55 60 65 70 75 80 85 890 85

Time, min

a-ZALIZBITAHSRM 7 a~ k7 J A
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(a) [Eormns s
2000

1800 4
1600 A
1400
1200
1000
800
600
400 4
200 A

Intensity

R A Ao A e e e AN

30 35 40 45 50 55 60 65 70 75 80
Time, min

ZR240725-009-B-ZALT321.0/277.0- D:\Analyst Dalo\Projecis\ZRINIDala\ZR24012...

23041338-001ADD U . m/z321.0/277.0

( b) Area: 15875, Height: 1387, BT 5.70 min

2000

1800 4

1600

1400

1200

1000
800
600
400

200

Intensity

30 35 40 45 50 55 60 65 70 75 8O0
Time, min

[ ZR240125-005 - B-ZALT327.0/277.0- D:\AnalystData\Projects\ZRIN\Data\ZR24012 ..

[ ZRLN_mixt 0.00Tmg/L . m/z321.0/277.0

( C) Area: 18135, Height: 1416, BT 5,69 min

2000

1800 A

1600 4

1400 4

1200 4

1000
800
600
400 4

200 4

Intensity

30 35 40 45 50 55 60 65 70 75 8O0
Time, min

1-8 B-ZALOSRM 7 u~ 7 F A
(@) FIR7 7 7 RBRIER. (b) AFRISINGRBRIER (1 ng/L) | (c) 1 pg/L AEHERRIE GUBHH 1 ug/L i
FH)
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ZA240725-008-ZANT319.07275.0- D-AnalystDalaProects ZRIN Data ZA240125....
23041338-001CONT2, m/z.3190 /2750
( a ) Area: N/A. Height N/A RT-N/A min
2000
1800
1600
1400
1200
1000
00
600
400

Intensity

200
0

b A N A A A AN

65 70 75 80 85 90 95 100 105 110 115
Time, min

ZR2407125-009-ZAN1319.0/275.0- D: \AnalystData\Propects\ZRIN|Data\ZR240725....
23041338-001ADDIHU . m/z3190/275.0

( b) Area: 17327, Height: 1445, RT: 907 min

2000

1800 4

1600 4

1400

1200

1000
800
600
400 4

200 4

Intensity

65 70 75 80 85 90 95 100 105 11.0 115
Time, min

[ZA240725-005-ZANT319.07275.0- D- AnalystDala\Projects\ZRINData\ZR240125....

ZALN_mixt 0.001mg/L . m/z 3190/ 2750

( C) [Area: 77695, Height- 1460, AT- 907 mix

2000

1800

1600

1400

1200

1000
00
600
400
200

0

Intensity

65 70 75 80 85 90 95 100 105 11.0 115
Time, min

1-9 ZANIZEIT5H SRM 7 u~ h7 7 A
(a) FIRT7 7 v 7 BRI, (b) RIS (1 pg/L) . () 1 png/L AREEHE GUBH 1 pg/L (12
FHY)
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[ZA2407125-008-ZENTF17.17174.7- D- AnalystDataPoects RN Dala R30I 25
23041338-001CONT2, m/z 9171 /1747

( a ) Area: 1848, Height: 145, R T- 426 mir

1500 -
1400
1300
1200 4

1100

1000
300
800
700
600
500
400
300
200 9.26

TOU-WM\M\M

0 ™ ™ T T T T ™ T T T T T

65 70 75 80 85 90 95 100 105 1.0 115 120
Time, min

Intensity

[ZA240725-009-ZENTF17.1 71747 - D-1AnalysiDalaProjects RN Dala ZA2A0I ..
23041338-00TADD3QL , m/z3171 /1747
( b) Area: 16963, Height: 1367, AT- 925 miy
1500
1400
1300
1200
1100
1000
900
800
700
600
500
400
300
200
100

Intensity

65 70 75 80 85 90 95 100 105 11.0 115 120
Time, min

ZRLN_mix6 0.001mg/ . m/z317 1/ 1747
( C) Area: 13872, Height: 1166, RT: 925 miv
1500 -
1400
1300
1200
1100
1000
300
800
700
600
500
400
300
200
100 4

Intensity

65 70 75 80 85 90 95 100 105 11.0 115 120
Time, min

X 1-10 ZENIZBIFTHSRM Za~ k7 J A

(@) FIR7 T v 7 S BREIE, (b)) RIS (1 pg/L) . (o) 1 pg/L AEAERE GUBHH 1 pg/L 1
FH24)
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[4F0 6 £ ]

BiZ : A% / —/V(LC-MSH))

£2-1-1 AT uA NEOWESRME
LC &fF
ARV ACQUITY UPLC BEH C18
(W& 2.1 mm, £ & 100 mm, H7 1% 1.7 um : Waters HY)
% BN AH 7 (mL/min) 0.3
EAZ(uL) 5
71 7 NRE(°C) 40
ot AR : 0.5 mmol/LIKFE/KFET & =7 LERIK

75T Rk

FERI(5Y) | AWR(%) | B (%)
0.0 50 50
2.0 50 50
12.0 15 85
12.01 5 95
15.0 5 95
15.01 50 50
18.0 50 50
MS {4
HWEE—F MS/MS, BN A A ki
A A MbE—F ESI(+ Xi%—)
{ I AT L—EBENV) | 4500 X i%-4500
E— % —IRE(°C) 600
2T TAY—HA 2253, 50 psi
K —7R I A 7253, 70 psi
a2 g HA ER
EwA A2 (mz), EMA A (m/)z)
Tary A F =0 7 8 N O a4
@® @
7 —H (E=H) (EMER)
- ?VP) e e
A F (m/z) S (m/z) S
FILE VX
—(eV) —(eV)
17p-= A k5
S 271 -120 145 52 183 -56
17p-= A F 5 ¥
H—1-2.4,16,16- 275 -120 147 52 — —
ds
V7p-7 % b AT 289 30 97 27 109 31
|maN
17B-7 A AT
7 2-16,16,17-ds 292 30 o7 31 B B
—F =)L
TARNT U — 295 -120 145 54 143 76
V%
TF =L 299 -120 147 52 — —
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TANT VA —
JL-2.,4,16,16-d,
[
AV AT R 397 30 337 19 279 27
—J
LA s B
e 400 30 337 19
A F L
ey 303 30 97 27 109 37
A F L
FARNAT T - 306 30 97 27 —
ds
o- hLrRm v 271 30 253 29 178 65
[2Hs]- _ _
LR 276 30 258 29
B-hLrhm 271 30 253 29 178 65
[2Hs]- _ _
Bl LR 276 30 258 29
FXY AL 393 30 373 13 355 17
TR AL B
46,21.21-d1 397 30 377 13
FEliE A oS
AT 387 30 327 19 123 49
el A Koo
I AT 393 30 330 19 —
ds
PRFFIFFE] (min) 17B-=A T VA=)V 63, 17B-T A NAT 69,

TF =) A NT A —IL 6.5,

Biig A Lo A AT —)L 92, AFNTANATO LT,
o- LRI 59, B-hLrARBY 53, FTRYAL Y
5.0,

g A oo 7 a7 A7 190
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#2-1-2

AF AR AAEOWPESA: (Triple Quad 5500 & U Triple Quad 6500+)

LC &1
N CAPCELL CORE ADME
(W 21 mm, £& 150 mm, Fi745 2.7 um
D KPR Y — &)
B AR % (mL/min) 0.4
FEARE(L) 5
7 LIRFE(CC) 40
BHENH AR K OWERE DRI (10000 = 1)
Bk : 7T r=FU L
Vi A= N i
IRFFHI (57) AR (%) | BE(%)
0.0 50 50
6.0 50 50
6.01 5 95
9.0 5 95
9.01 50 50
12.0 50 50
MS 51
HEE—F MS/MS, IR A F R
AFAME—F ESI(—)
A F AT L—EENV) | -4500
v — % —iE(°C) 600
2T TA P —HA 255, 70 psi
B — 7RI A 785, 70 psi
EYPEPZ =%
EwA A (mfz), TEMEA T 2 (m/z)
Triple Quad 5500
TakR g s AFr | Tax s A F
©) @
7 J— (E&H) (EVEH)
— bP 2y 2y
dar | D s | arx | ) | 2=
FILF FILFE
—(eV) —(eV)
DT A ho—)L 265 -80 93 -40 236 26
TERARETN g 80 | 94 40 - -
_d6
VT
AF LR Ak a— 267 -75 222 42 237 34
V%
[2Hg]-¥ = F /L
AF LR A kT — 275 -75 245 -40 —
V%
ANFE A —L 269 -60 134 -22 119 -50
~NFEA Ro—L 73 65 136 22 — —
-ds
Triple Quad 6500+
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TakR g sAFy | TaX T vt
® ©)
7Y —H (E=H) (EMER)
- | =UY =Y
dar |V s | s | me | aux
FILF FILE
—(eV) —(V)
DI XA R —L 265 -100 93 -40 236 26
VIZ";fd: e 271 100 | 94 40 - -
TV
AFNARA b — 267 95 222 42 237 234
V%
[*Hs]-¥=F /v
RFNLARA b — 275 95 245 -40 - -
V%
~FERA hr—L 269 -80 134 -22 119 -50
/\swz;_«dr o—L 73 s 136 22 — -
PREFFIE ] (min) VIFA P — 36, PTFNLAFILNRZ ko — L

3.5,
~FEARr—)L 3.6

#2-1-3  AFA_UHFHOWPESH: (Xevo TQ-XS)

LC 5/
CAPCELL CORE ADME
VRN (N 2.1 mm, X 150 mm, K745 2.7 um
D KB Y — &)
e E)HH )i E (mL/min) 0.4
EAEL) 5
715 LIREE(C) 40
AR - K OEERE OIRHR (10000 : 1)
B BiZ: 7 h=hKVU L
RFEI(5) | AW(%) | BIR(%)
0.0 50 50
6.0 50 50
75T fNRE 6.01 5 95
9.0 5 95
9.01 50 50
12.0 50 50
MS 5:1F
HEE—F MS/MS, IR A A Fu
AFAME—F ESI(—)
X v 7 UEEWN) 1500
Y — AR E(°C) 150
VA IR FE (°C) 600
a— A €3, 150 L/hr
IR 77 A Z€F#. 1100 L/hr
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2YPar iR B2
EwmA A (mz), EMEA A (m/)z)

Tar g " F | TaX s N F
. a— @® @
7 ! jJH = e
)_ v ViR (CE&EH) (EVER)
. JE aYTa =
A V) | mz) | x| (m2) | g
F—(eV) F—(eV)
VI A ha—)L 265 48 93 26 236 20
YEAA bk 271 48 | 94 26 - -
ds
T )L
AFNAN_A a— 267 48 222 32 237 30
L
[*Hg]-¥ = F /v
AF )R A fa— 275 48 245 30 — —
JL
~FERA hr—)L 269 34 134 16 119 34
AFT A E—/L- 573 y 136 16 — —
ds
) VIR AIar—)L39 VZFILAFILRAa—/L 39
= H‘ AY AY
PREFFIE ] (min) A R L 4.0

#2222 FIETINTIIMETY BTN =T A6 ORI %) (AT v A NEH)

InertSep C18 7T hr=FIW
1000 mg 0-20 mL 20-30 mL =i
17B-= A N7 VA —)L 91 6 97
178-7 A AT v 93 6 99
ITF =T A NTIF—L 89 4 93
MR A L o 7 AT a—)L 90 5 95
AFILT A RNATE Y 87 5 92
a- LR T v 91 4 95
B-hLrhm 96 5 101
TRV AL 106 5 111
Wi A Rexs 7ras25a 97 5 102

TAwGES : 7 F=F VUL 5mL, fEE % 0.5 pg
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#£23 FNUAFATI ) Tabe A Ufer VB 5N/ =F Lo T7 IV-N-7a ey Uy
U ARG X =4 T L b OTEHERIL%) (A7 B4 NE)

InertSep SAX/PSA T hr=FU L

500 mg/500 mg 0-20 mL 20-30 mL S
17B-= A b Z VA —v 34 15 %9
17B-7 A b AT 1 36 9 95
TF =T A NT VAL 34 2 93
Welig A L o 7 AT 11— L 90 7 57
AF T ARNAT T 85 7 0
a- L rARw v 85 3 23

B-h L rm 91 9 T00
TXY ALK 33 17 T00
il A Ko rnF27a 93 3 101

TEPEE : 72 b= U 5mL, fiE % 0.5 g

#24 ZFLUUTIVNTBELT Y IULT U BTNV =0T 505 OWHIRIN(%) (AT =
1 F¥H)

InertSep PSA 7 b ROIANF Y DRI

1000 mg 1:19 1:9 1:4 3:7 2:3 1:1 ait

10mL 10mL 10mL 10mL 10mL 10mL
17p-= A T VF—)1 0 0 10 79 0 0 89
17-5 A h AT 1 0 24 71 2 0 0 97
TF NIRRT OF—)L 0 0 0 92 4 0 96
Hifg A Lo 7 AT o—)L 1 76 2 0 0 0 79
AFITFARNAT B 0 92 6 1 0 0 99
R N = 0 0 80 4 1 0 85
B-FLrvhm 0 0 100 3 1 0 104
TXY AL 0 0 0 0 11 63 74
Wi A Raxs a2 5ay 0 101 4 1 0 0 106

TP - ~F 2 SmL, & & 0.1 pg
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25 U774 bAH—R =0T 20 EDOEHRI(%) (AT A )

InertSep GC AH ) =) MEfsE —F /L
300 mg 0-5mL  5-10mL 0-10 mL 1&f) 2&3) &%
17p-= A h T VA —)L 0 0 0 0 0 0
17B-F A b AT 1 0 0 83 19 1 103
TF=)NT A NTIF—)L 0 0 14 0 0 14
el A L 2 7 AT 1 — )L 0 0 96 0 0 96
AFITANAT T 0 0 111 0 0 111
o- L rRE v 3 39 59 0 0 101
B-FLhm 0 0 103 0 0 103
TR RAH 0 9 57 7 5 78
Fifis A oy 7oy z2smy 0 0 99 0 0 99
Y« A%/ — 5mL, A& : % 025 ug
K26 77774 M=K I=0T7 LPOOERIU%) (AT w4 FE)
InertSep GC TR ROANFTFCDRE (1:1) -
300 mg 0-10 mL 10-20mL ~ 20-30 mL .
17p-= A b T VA —)L 86 2 0 88
17p-7 A AT v 101 0 0 101
TF=ZNVTRNT UL 90 0 0 90
HEig A L o P AT m—)L 100 0 0 100
AFIVTARNAT R Y 101 0 0 101
o- b LR e Y 95 0 0 95
B-hLrdm 88 0 0 88
TXHRAHK 86 0 0 86
g A Ry 7 a2 5n 104 0 0 104
TELEE . T2 R ROANTH ORI (1:1) 5mL, #5E : % 0.1 g
K27 7774 M=K =0T L OOERIU%) (AT w4 FE)
7T =k UK LT DRI
InertSep GC 7 3) st
300 mg 0-10 mL 10-20mL ~ 20-30 mL
17B-=A N F VA —)L 97 0 0 97
17B-7 A N AT a v 101 2 0 103
TF=ZNVTRANT UL 90 0 0 90
HEfig A L o 7 AT m—)L 89 1 0 90
AFINTARNAT O 97 1 0 98
a- L vARm 96 1 0 97
B-FLhm 92 1 0 93
TR A 117 0 0 117
Hifig A K> rn 27w 100 1 0 101

Flwved : 7 F= UKL OIRIE (7:3) 5mL, #EERE %4 0.1 g
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F28 JTI7T77AMNI—RNZF LT IVN-Ta LU DA NVFEE I =0 T A
D DOEHIRBL(%) (AT v A KHE)

TEhr=F TEIARKRONFF D

InertSep GC/PSA v i (1 1) ad

500 mg/500 mg 20 mL 0-10 mL 10-20 mL
17p-= A h T VA —)L 0 85 0 85
17p-7 A AT 1 0 87 1 88
TF =T AT AL 10 73 0 83
HEfe A Lo 7 A7 —)b 0 87 0 87
AFNTARNAT B 0 88 0 88
o- b LR Bm v 37 50 0 87
B-hLrAhm 4 87 0 91
TEXHAK 5 52 26 83
Hifig A K> rn 27w 0 87 0 87

TEdEE . 72 b= U 5mL, & : 4 0.05 ug

F29 U975 AN I—RU)ZF LT IVNTBELS YY) B TAEREI = T A
5 OFEHIRIL(%) (AT A R¥H)

T r=FU VKO BV

InertSep GC/PSA T“TZU I;lj ) ‘ jE D e
B (3 1) s

500 mg/500 mg 20 mL 0-10 mL 10-20 mL
17p-= A h T VA —)L 0 80 0 80
17p-7 A AT v 0 95 0 95
TF =T A RNT AL 30 63 0 93
HEliE A L > P AT 1 — )b 0 97 0 97
AFIVTARNAT R Y 1 91 0 92
I N = 93 1 0 94
B-hLrARm 13 76 0 89
TR A 14 63 1 78
il A Koo 7/ 2x75n v 1 94 0 95

TEPEE : 72 b= U 5mL, & 45 0.05 ug
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#2-10-1 17B-T A b T VA —/LOEEE JHTREE K O PN KS E
T ol 1 OFT EN
s WIE A (1 g/ke) i o 1
(ug/kg) AT IHE | 288 [ 3B | 4B B | 5HE | &¥% %) %) %)
1= B 0.533 0.478 0. 498 0.425 0.474
0.5 0.484 96. 8 2.4 7.6
2l01 B 0. 542 0.462 0. 486 0.452 0. 488
#2-10-2 17B-T A b AT 0 L OERE | JHTHE K OENREE
RN il 5] OEAT E e
o e BEE (n g/ke) EE | R i e
(ug/kg) | 347 | 1HB | 2AB | 3AE | 408 | sAB | &Y %) %) %)
1[5 H 0. 495 0. 456 0.511 0. 497 0.508
0.5 0. 487 97.3 2.4 4.5
2\ H 0. 467 0. 452 0. 489 0.491 0.501
#2103 =F =LA RNTFTIOF— VOB DT K OVE N E
RN e R3] OFAT =N
| R
g HIEAE (n g/ke) Y 5 ¥ e ¥t i
(ug/kg) AT IHE | 28 H | 38A | 408 | 5HE | &¥%Y (%) (%) (%)
1[5 H 0. 484 0. 496 0. 436 0.413 0.390
0.5 0. 445 89.1 7.4 13.2
AEIRE| 0.570 0. 440 0.422 0.417 0. 384
#2-10-4 EEEA L AT — ) )LOEE TR E KOS N E
TR il 5] OEAT =N
i e BEE (n g/ke) EE | R i e
(ug/kg) | 347 | 1HB | 2AB | 3AE | 488 | 5AB | &Y %) %) %)
1[5 H 0.473 0.477 0. 495 0.474 0.505
0.5 0. 487 97.3 0.9 2.7
2| H 0. 486 0. 482 0.493 0.475 0. 506
#£2-10-5 AFATARNRATOLOBEFE TR L OE N
RN il 5] OFAT E e
o e BEE (1 g/ke) EE | R i e
(ug/kg) | 347 | 1HB | 2AB | 3AE | 408 | sAB | &Y %) %) (%)
1[5 H 0. 500 0.451 0.519 0.474 0.503
0.5 0.492 98.3 2.3 5.4
2\ H 0.507 0. 460 0. 497 0.477 0.527
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#2-10-6 a-h LR OEE JHTRE M OENREE

W N 5 BFAT e

g W EME (u g/kg) i 22 ¥ gt

(1 g/kg) AT | 1RB | 28 H | 3BA | 4R E | 5AFE | &%y %) (%) (%)
1| E | 0.463 | 0.486 | 0.493 | 0.482 | 0.513

0.5 0. 492 98. 4 3.8 3.8
2[5 H | 0.520 | 0.474 | 0.502 | 0.476 | 0.510

#2-10-7 B-FLrARurOEE, JHTRE L OSPNREE

W A (1 o/l FH) DFAT e

o W EM (u g/kg) B ¥ i ¥ i

(1 g/kg) AT | 1RB | 28 H | 3BA | 4R E | 5AE | &7 %) (%) (%)
1| E | 0.520 | 0.504 | 0.490 | 0.492 [ 0.500

0.5 0. 494 98. 8 2.3 3.0
2 H | 0.510 | 0.480 | 0.486 | 0.475 | 0.483

#2-10-8 THXYAZY U OEE, HHATHE KR OENFEE

won Wl f RIS PEAT EN

i i N E M (uw g/kg) 1 ¥ i ¥ e

(ug/kg) WAT IHE | 2B | 3BA | 4R B | 5HEB | &Y (%) (%) (%)
=B | 0.480 | 0.466 | 0.531 | 0.498 | 0.457

0.5 0. 490 97.9 1.6 5.5
2818 | 0.482 | 0.489 | 0.528 | 0.501 | 0.464

#2-10-9 FEfiEA RuXoFaby2ATa OB, JHMTREE R VENRSEE

Wl N FH) BFAT e

g W E M (ug/kg) E ¥ i ¥ i

(1 g/kg) AT | 1RB | 28 H | 3BA | 4R E | 5AFE | &%y %) (%) %)
1| E | 0.476 | 0.439 | 0.467 | 0.467 | 0.482

0.5 0. 465 92.9 1.8 3.8
261 H | 0.455 | 0.444 | 0.460 | 0.462 | 0.495

#2-11 &K~ b U v 7 ZADORE~DRE

e e | e | B E—oEH ()
No.|  HERLA BEE | | AR an (@], [ <ruvoxemsten” BRRERE c—omH| %
(gl | maom | 777 =2 Fm) n=1 n=2 Ty | (EOR®

1 [YTRAPO—IL Y NOHA 0.5 —_ 05 0.25 miE 0 86446 89566 88006 88363 89012 88688 0.99

2 [DIFIAFIAZIO—=)L |SDFHA 0.5 THRE 05 0.25 i 0 37793 38839 38316 34431 39187 36809 1.04

3 [AxtERTFA—)IL Y NOHA 0.5 — 05 0.25 i 0 27962 25882 26922 27437 28679 28058 0.96
*1 EINEGERER I BHEUCR 100%fH 4B EICR D X 9IC, 77 v 7R ORBRAE TR L EEREK (= 8 v 7 ARINEYE
IR &U{aﬁif;ﬂi{% LU“E(Mx (¥ t;t*“ﬁ%mm) %1@52#50
*) < MU v 7 ATHIMEERRIR B VA AT AR ONBIC AR BAZ 2 BISL BAIE U7 fE R BRI 2, (LIS U CEBEBEAZITY.)
3 T RROLNTHAITE, v ) v zﬁbuﬁ‘ﬁmw&m@ IT T U EERELBIWEE WD
¥ = N oy 7 ATIEERIRITRABR Y B 07 Z o 7 3t ORBIRR 2 VW CGRRL5,
*5 < NU v 7 AUHEMEVRIR OV BAZEAIRIC R T2 ¥ — 27 i (E|E) olbzRD 5
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#2-12-1 VE=ARUBUN-Eotnl) RUoEEARI=ZDTLARRT I ) o)Ly )L
bV AN =0T B b OFEHERIN(%)

KEORAZ ) — " .
Oasis HLB(150 mg/6 mL) &% O} JL AN 2 fﬁ/@iijo; ?};;9.1 X
DIRIHE(11:9) weR(9:1)
Sep-Pak Plus NH2(360 mg) 0-5mL 0-5mL 0-10mL  10-15mL
. 1[5 H 0 0 86 0 86
VIR A ha—)
A 2 [Al F 0 0 95 0 95
ST FALAFARA a1 [EH 0 0 98 0 98
—L 2 [A H 0 0 100 0 100
1[5 H 0 0 102 0 102
A ha—
~EEA R 2 A H 0 0 97 0 97

5% 2-12-2 HKMRAESRG SDB S =W 7L KONT X ) 7o UMb U BN =0T LG
DOEHERDIU%) (ATF N HH)

KEOALZ ) — . .
EVOLUTE ABN(150 mg/6 mL)}% O} L ~EY fﬁ@fjjo; ?5;9.1 &%
DIRIE(11:9) FeiR(9:1)
Sep-Pak Plus NH2(360 mg) 0-5mL 0-5mL 0-10mL  10-15mL
. 1[alH 0 0 90 4 94
VIZARA hE—/)b
SEAAPET 0 0 87 7 94
I FINAFINRA ha 1[HEH 0 0 94 3 97
—L 21[=lH 0 0 89 5 94
1= H 0 0 102 4 106
~NFEA her—/b
* ! 2108l H 0 0 90 6 96

#2-13-1 VE= ARV UN-EoLtnl) RUoEBEARI=ZDTLARRT I ) o)LL
bV AN =0T Lk AWTEAFH AP OGINENGRERAE R (A F X 5H)

Oasis HLB(150 mg/6 mL) & (Y PNAZYEME RINEE (%) WMEIE (%)
~h w7 A v Vv r ~RhUv2s ~bhUw7
Sep-Pak Plus NH2(360 mg) o 2 2 48 A
VIRA hr—)b 84 78 100 106
T FI)AF IR A ha—)L 85 53 104 113
ANFE A hr— 97 86 98 99
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% 2-1322

W72 A5 A R OB INBIGAERAS R (R F L)

EVOLUTE ABN(150 mg/6 mL) %

[6)

NEETEME IR (%)

AIMENER (%)

~ w7 R <M NVvws K N)vwo7 ~hKUw7

BUKMERAERGT SDB S =W T LK T I ) 7a i UMb U ANV =05 L% H

Sep-Pak Plus NH2(360 mg) 4 2 24 2
VIR A ha—)b 86 96 98 98
T F ) AF IR A ha—)b 103 72 97 108
ANEERX ha—/L 105 103 105 106
F2-14-1 VA Ma—LVOEBERE  HMTREE L BN
W e 1 FH) DFAT =
g HE i (u g/kg) Iy R ¥ Py
(ug/kg) RAT IBEH | 2BE | 3BH | 4BH | 5AE | &Y% %) %) %)
1@ B | 0.516 | 0.470 | 0.457 | 0.504 | 0.520
0.5 0. 491 98. 3 2.1 5.9
2@ H | 0.513 | 0.448 | 0.474 | 0.489 | 0.522
F2-14-2 VZFINLAFIARR hu—/LOEE, HTHE R ENIEE
s N Sy PHAT £SO
i HEME (n g/ke) iy % ¥ e oy
(ug/kg) #1T | 1HH | 2HH | 3HH | 4HH | 5EHH | 2% (%) %) (%)
1E B | 0.453 | 0.434 | 0.448 | 0.437 | 0.513
0.5 0.471 94. 2 4.5 7.0
2@ H | 0.487 | 0.471 | 0.468 | 0.469 | 0.532
F2-14-3 ~FERA Mo —/LOEE, JHTREROSENKEE
wshn N Sy PHAT £SO
i HEME (p g/ke) iy % ¥ e oy
(ug/kg) #1T | 1HA | 2HH | 3HH | 4HH | 5EHHE | £2¥% (%) (%) (%)
1EE | 0.480 | 0.483 | 0.514 | 0.465 | 0.523
0.5 0. 499 99. 7 4.3 7.8
2@ H | 0.482 | 0.525 | 0.549 | 0.428 | 0.538
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#2-15

KB~ U v 7 ZADRIE~D

(AT v A KH)

. . - E—VEHES)?
No.|  pmumian 2848 RARE | B | mmEE ] P TR T ERREEE comn| W%
BmED R n=1 n=2 Fiy n=1 n=2 Ty (B
1 [17B-TRSTF—IL +DHRA 0.5 — 0.5 kit 0 9888 9820 9854 10215 9331 9773 1.01
2 [17B-TARRTA2 +OHA 0.5 — 0.5 L 0 435503 | 429753 | 432628 | 669636 | 654218 | 661927 0.65
3 [ZF=LIRSTA—IL FOHA 0.5 — 0.5 L 0 5371 5468 5420 5214 5817 5516 0.98
4 |BFEALVZFRTO—IL +DHA 0.5 0.001 0.5 i 0 272177 | 252680 | 262429 | 424344 | 415316 | 419830 0.63
5 |AFITRARRTFAY +DHA 0.5 — 0.5 i 0 240014 | 224851 | 232433 | 388172 | 378709 | 383441 0.61
6 |o-hL ROV FOHA 0.5 — 0.5 it 0 337608 | 323479 | 330544 | 499522 | 498959 | 499241 0.66
7 [p-hLROY FOHA 0.5 0.002 0.5 I:itid 0 158242 | 156060 | 157151 | 214630 | 220388 | 217509 0.72
8 [THxHARIY FDHA 0.5 0.001 0.5 It 0 12547 12123 12335 20450 18297 19374 0.64
9 |EEARDFLIOSRTOY |FOHH 0.5 — 0.5 0.001 It 0 231024 | 234715 | 232870 | 360658 | 348484 | 354571 0.66

1 RINEUREER S8BT B EURE100%48 LR EITHE D K5I, TF
*2 IRV RFIARER R UTE IEE
*3 TIHIE—Y
*4 TRYYIRFINAE
*5 TR Y R FRHAEE

AROIEICZEIS2E L ERIE

BROBEFEERRISHTIE—VER(RITES) OLLERDD,
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REWNR 7 n~ N7 T 4

VA A/ v

C
|Area: NiA. Height: N4 RT: NiA min

160
150
140
130
120
110
100

Thiensity

7.27745.0- D-1A:

59 60 61 62

Time, min

64 65 66 67 68 68 70 71

AR

o= 443918, Height: 5244, RT- 629 min
5000
4500
4000
3500

3000

Thiensity

2500

2000

1500

1000

500

0

ontrol) 271 27745.0- D;

h
;
N

59 60 61 62 63

Time, min

64 65 66 67 68 68 70 71

FEVEYR#Z(0.001 mg/L)

19, Height: 7
7500

7000
6500
6000
5500
5000
4500
4000
3500
3000

Tntensiy

2500
2000
1500
1000
500
(]

[0.007-004 - EST 271/145(Standard) 271 27 145.0-
|Area: 6307 7457 RT: 629 min

rajecs 00|

;
N

FEHEVA(0.001 mg/L) D NIEEHEY)'E (0.01 mg/L)

[0.00T-004 - ESTd4 275/147{Standard) 275 27 T#7.0°
|Area: 640430, Height: 78077, RT- 6 23 min

77 7RABIONIEEY)E(0.01 mg

Intensity

CTHM-060-7-070-ESTd#275/147{Ux 7]
\Area: 379919, Height: 45657, RT-6.24 min

/L)

27170~

4564

4004

35e4

306t

2584

2084

1564

10ed

Z 7

WINFCR O NAEHER)E (0.01 mg/L)

Triensty

CTHGT
|Area: 453091, Herght: 53836 RT: 6.23)

(Quality Control) 275 27147.0-)
min

5084
4504
404
350t
3084
2504
208t
1504
1004

5083

0.060 1

7 Z L wiff (samp.

Triensty

0 / 72

7

17B-=A R F A —/LD SRM 7 u~ k77 A(m/z 271—145)
WIS 0.5 pg/kg

X 2-1-1

93



7F 7Rk

CTM-060-7-070- TE: 927970~ z g
\Area: N/A. Height: N RT- NAA min

11000
10000
9000
8000
7000

6000

5000

4000

3000

2000

1000

]
57 58 59 60 61 62 63 64 65 66 67 68 69 70 71 72 73
Time, min

5 76 77 78 79 3D 81

JIERW S

CTH060-8+-008- T (i Iy Control) 289.2/97-0-D
\Area: 1446439, Height: 196223 RT-6.92 min

;
N

1.9e5

Tntensiy
g

57 5% 59 60 61 62 63 64 65 66 67 68 €9
Time, min

7 78 78 80 81

FEVEYR R (0.001 mg/L)

[C-00T-004- TES 289/97 (Standard) 289.2/37.0-D-1A
\Area: 2186817, Height: 25030, RT- .32 min

it IO

2865
2665
2465
2265
2065
1.885
1.6e5
14e5

Tntensity

12e5
1.0e5
8.0e4
6.0e4
4084

2084
0.0e0

57 58 53 60 61 62 63 64 65 66 67 68 63
Time, min

79 80 81

2-1-2
WINEE 0.5 pg/kg

7 F 7 @B O NER

YY) (0.01 mg/L)

CTM-060-7-070-T 9727970~
\Area: 12624080 Height: 1625745, RT: 689 min

1628
1525
1425
13¢5
12¢5
1.1e5
1.0e8
9.0e5
205
7.0e5
605
505
40e5
3065
2065
1.0e5
0020

Tntensity.

57 58 59 60 61 62 63 64 65 66 67 68 69 70 71 72 73 74 75 16 77 78 79 80 81

Time, min

IR O NEEYEY)E (0.01 mg/L)

CTM-060-8 008~ T
\Area: 12578821, Height: 1641574, RT: 689 min

1625
15¢5
1.4e5
13¢5
12¢5
1.1e5

Tntensiy

trol) 29227970 D ojecs|

58 59 60 61 62 63 64 65 66 67 68 69

79 80 81

Time, min

FEHEVRR(0.001 mg/L)D NIEHEY)'E (0.01 mg/L)

[0.007-004—TE 97275701

|Area: 17438367, Height: 2215471, RT: 6.89min
2266

20e6
1825
1625
1486

12¢5

Ttensiy

1,066

8.0e5

6.0e5

4.0e5

2065

oyt 7z

0.0e0

58 59 60 61 62 63 64 65 66 67

62 69
Time, min

94
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AN/ 77 7 A ABONEEHEY)E (0.01 mg/L)
%ﬁﬁ;ﬁ-mwm” TR - £ %%770_ Height: 35428 RT- 645 min PR, - e

7

3000

2500

2000

20e4
2
] IR
1000 J/ {0y
o 5003
o 0.0e0
58 59 &0 61 62 €3 B4 65 66 67 62 €9 70 1 72
Time, min

CTH-060-5»-008 - 45 (Quality Control) 295271450~ D-1A s
\Area: 29653, Height: 3668, RT: 649 min

NI IINEE O NEEHEY)E (0.01 mg/L)

0 7.2 L wift (sampl. (CTM-060-8+-008- EESTdd295/147 (Quality Control) 299 27147.0-
\Area: 346783, Height: 42382 RT: 644 min

72 dwiff(sa.
3500
3000

2500

2000

Tntensity.
Tniensty,

1500

1000

500

FEYEYRZ(0.001 mg/L) FEYEYR(0.001 mg/L) D NAEHEYE (0.01 mg/L)

[0-007-004 - EEST 2957145(Standard) 295,27 145.0 7 77 ]
|Area: 42852. Height- 5431, RT- 649 min

747 70D Fojects D00 77 7
\Area: 481643, Height: 58672 RT- 6:44 min

5500

5000

4500

4000

3500

3000

Tntensiy.

2500

Tntensiy

2000

1500

1000

500

0

2-1-3 ZF =L RARNT VA —)LD SRM 7 v~ k7T A(m/z 295—145)
INBREE - 0.5 pg/kg

95



A v

[ 97.27337.2-D:
|Area: N4, Height: NA RT- A min

2400
2200
2000
1800

1600

Tntensiy

;
N

84 3 88 ) 92 94
Time, min

JIERW S

;
N

CTH-0G0-8+-008~ H5A 397/337 (Qualily Control) 357.27337 2~ D-1A oy
|Area: 1257913, Height: 201943, RT: 2. 18min

2065
1.9e5
1.8¢5
1725
1685
15¢5
1425
13¢5
12¢5
1.1e5
1.0e5
9.0e4
8.0e4
7004

Thiensiy

FEVEYR R (0.001 mg/L)

[0.007-004—MSA 97.27337.2-D 1A ofecs!

\Area: 1973582, Height: 317611, RT: 9,18 min

30e5
2865
2665
2425
2265
2065
1825
1625

Tienay

Time, min

WINPREE - 0.5 pg/kg

77 7 RO NEEHEY

#00.27337.0°

'%(0.01 mg/L)

CTH-0G0-7-070- HSAd3 700733

\Area: 9698183, Height: 1595300, RT-9.17 min
156
1.4¢6
126
1266
1166
1065
9.0e5
8.0e5
7.065
6.0e5
5065
40e5
3.0e5
2065
1.0¢5
0060

Tntensiy

RINEEL D NEEYEY)E (0.01 mg/L)

iy 72 dwilf (earm.

CTH-060-8--008- WSAd3 4007337 (Qerality Cantral) 400 273370 ===
\Area: 11014117, Height: 1746607 RT- 9 16 min

1766
1666
1566
14e6
1366
1266
1166
106
9065
8065
7065
6065
5065
4065
3065
2065
1065
000

Tntensiy

FEHEVRIR(0.001 mg/L)D NIEHEY)'E (0.01 mg/L)

[0-007-004 - W5A d3 4007337 (Standard) 400 273370~ ojecs|
\Area: 16554931, Height: 2677492, RT: 3. 16 min

26¢6

£ 7

24e6
2266
2066
185
1625
1425

Tntensiy

12¢6
1066
205
6.0e5
4065
2065

0.0e0

2-1-4 EEEEA LS AT —/LD SRM 7 0~ k277 L(m/z397—337)
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7F 7Rk

777 B OWNIRED E

(0 01 mg/L)

CT-0B07- 070 W TESTO97 Unkaows) 307 279701 ot OO 7z CTH-060-70) F062757.0°D:
\Arca- N/A. Heighe-NA RT- (e Saas . Horgoe 33mas A 763
135
2500 1265
tics
3000
1065
e o0e5
8065
z z
T 2000 2 70
£ = 6oes
1500 5005
40e5
00
Lt 2065
2065
500
1055
i 006 — . -
12 13 14 7% 18 17 7e 7 80 &1 82 e & & 4 &1 82 8
Time, min
N = 3 Y /
= )
wnECEk TRINECEE D N EE HE9)'E (0. 01 mg L)
CTH-E0 7. 008 HeT L3037 Qulty Contrl) 302797 0- D71 ot 0L 7Z CTHOE0 5 3757 {Tirality Control] 30627970 77wl (o
\Arca: 970641. Height- 154530, RT- (Grea- 336057 Haighe. 1257400 7. 3t
1565 14c5
T4e5 135
1365 1265
1265 T1es
165 1065
10e3 9.0¢5
5 T 5 8065
] ]
B A 5 705
ERT H
€0:5
60c4
5005
50et
b 4065
i 2065
Er 205
1004 1065
0060 0060
) 72 73 74

FEAES K (0.001 mg/L)

30327970~
[ 1wa71 Helgllt -217821, AT 7.70 min

2065
18e5
16e5
14e5

12¢5

Trtensiy

1.0e5

72 73 74 75 76 77 78 79 20
Time. min

AFIVT A NAT
RINFREE @ 0.5 ng/kg

FEHEYR2(0.001 mg/L) D MEE%

(0 01 mg/L)

[G.007-00F—Me 30627970 DA
\Avear 13328527, Hoight. 151453 AT. 767 mis
1968

1.8¢5
1766
16828
1565
1406
1328
1265
1166
1066
9.0e5
8.0e5

Thtensty

7.065
6.0e5
505
4065
305
2065
1.085
0.0e0 1

Time, min

2@ SRM 7 v~ K77 A(m/z 303—97)
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7F 7Rk

CTM-060-7-07T0-aTRN.

1.27253.0-D:

N

7

T 7R EONAEEYE (0.01 mg/L)

\Area: /A, Height: Nig, RT: NAA min

3500

3000

2500

Tntensiy

1500

1000

500

45 47 48 43 50 51 52 53 54 55 56 57 58 59 60 61 62 63 64 65 66

YIIIERW
mg/L)
CTM-060-3+ 0083 ontro]) 27727253 0-D: ropec 100 T Z dwid (sampl]

|Area: 846840, Height: 99551 RT: 5.92min
1.0e5

8064

80e4

706t

6.0e4

5004

Thnsry

4004

3064

208t

1064

46 47 43 48 50 51 52 53 54 55 56 57 58 59 60 61 62 63 64 65 66

Time. min

FEVEYR R (0.001 mg/L)

(00070043 7272530~ ojects DL/ Tz 7
\Area: 1732718, Height: 134461, RT: 5.9 min

13¢5 592
12e5
11e5
1.0¢5
8004
8.0ed

.06t

Thnsry

6004
5004
4004
20et
2084
1064

0.0e0

46 47 43 48 50 51 52 53 54 55 56 57 58 59 60 61 62 63 64 65 66

Time. min

WINPREE - 0.5 pg/kg

CTM-060-7-070- aTRN % 276725 5. 2/258. Fajects|
\Area: 3663510, Height: 440910, RT- 5.88 min

72

7.0e5
655
6.0e5
5525
50¢5
45e5
40e5
285
20e5
2525
2065
1525
1.0e5
50e4
0.0e0

Tntensity

46 47 43 49 50 51 52 53 54 55 56 58 59
Time. min

60 61 62 63 64 65 66

#sm

s AR HER) T (0.01

CTM-060-8+-008-aTRN% 2767258 (Qualily
\Area: 3737281, Height: 454150, RT- 5.87 min

1) 276.2/25%. rajecis] 72 will (s

7e5

625

565

425

Tntensiy

%5

46 47 48 49 50 51 52 53 54 55 56 57 58 59 60 61 62 63 64 65 66
Time, min

FEHEVRR(0.001 mg/L)D NIEHEY)'E (0.01 mg/L)

Ny

(0-007-004-2TRN d5276/258 (Standard) 276 27258 2-D-
\Area: 5096535, Height: 628841 RT- 587 min

1.0e6
9.0e5
8.0¢5
7.0e5

6.0e5

Trtensiy

50¢5

4065

3.0e5

20¢5

1.0e5

46 47 48 48 50 51 52 53 54 55 56 57 58 59 60 61 62 63 64 65 66
Time. min

2-1-6 o-hlLrABEBYDOSRMZ B~ ~7F A(m/z 271—253)

98



A 77 7 B ONEEHEY) B (0 01 mg/L)

CTA-060-7 07! T 272530 7] 7 CTM-060-7 070 77758 2-D:
|Area: N/A, h’clghf NART: NAmin \Area: 5264240, Height: 740178 RT- 5.29 min
500 7.0e5
6.5¢5
3000 6.0e5
5.5¢5
2500 50¢5
45e5
2 2000 g 4065
5 2 355
[ s 30c5
2565
1000 20e5
1.5e5
500 1.0e5
5064
0.0e0
45 47 48 49 50 51 52 53 54 55 56 57 58 53 60 61 62 63 64 65 66 46 47 48 49 50 51 52 53 54 55 56 57 58 59 80 61 62 63 64 65 68
Time. min Time, min

R INECER HOMFCEF O NAEHER B (0.01 mg/L)

TR BP0 FTRNC 7V iy Coclr) 271 2 O DA oacts 00 77 Zwil Gsampl CTH-GEL-F. D0 FTRN 45 2760258 el Conlrol) 276 2725%. aocts D00 72 il foa-.
\Area: 415143, Height- 60209 AT- \Area: 5485764, Height: 776310, RT- 528
1065
9.0e4 7e5
8.0e4 \l/ o
7068
534 5¢5
60e4
z z
3 s0et g @
4084 35
30e8
25
2004
15
1008
0.0e0 00 — =
46 47 48 49 50 51 52 53 54 55 56 57 58 53 60 61 62 63 64 65 65 46 &7 48 49 50 51 52 53 54 55 56 57 58 53 B0 €1 62 63 64 65 66
Time, min Time, min

FEVEVR#R(0.001 mg/L) FEYEYR #R(0.001 mg/L)O) mﬂﬁﬁ%’*(o 01 mg/L)

00T 27TIT 7 7 G278 2- 7 7z
\Area: 546084. Height: 77529 AT- 5.3 min - et S£16325. Hesgit 1000058 RT3 3000

13¢5 1066

1266

9065

1.1¢5

1065 205

90e4. 7.0¢5

B0t 53
z » 605
7 70w £
z £ 505
ERrY™ =

5004 4065

4l 3065

3064

2065

2004

1004 1065

0.0e0 - 0.0e0 e

45 47 48 49 50 51 52 53 54 55 56 57 58 59 60 61 62 63 64 65 66 46 47 48 49 50 51 52 53 54 55 56 57 58 53 60 61 62 63 64 65 66
Time, min Time, min

2-1-7 B-bL A YDSRM 7 0~ k77 h(m/z 271—253)
WINPREE : 0.5 ng/kg
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7F 7Rk

CTM-060-7-070-DM. 93.27373.2-D1A ropeciIO0L )
|Area: N/A, Height N/A, RT- NiA min
80
0
60
50
2
Z
£ 40
k]
20
10
]
4a 45 46 47 48 49 50 51 52 53 54 55 58
Time, min
TR
dN DH
CTM-060-8+ “ontrol) 393273732 - D-1A; rojectsiON) | 2

008~
|Area: 145253, Height: 19626 RT- 500min

13000
18000
17000
16000
15000
14000
13000

Triensty

48 49 50 51 52 53 54 55 56
Time. min

*ﬂfﬁ{m&(o 001 mg/L)

007004 3532/3732-D1A
Ama zlrw Height: 30082 RT- 500 min

2884
2884
2484
2264
2084
1.8e4
1684

Tensty

1.4e4
1284
1.0e4
80e3
60e3
4063
203

0.0e0

44 45 45 47 48 43 50 51 52 53 54 55 58
Time, min

PR @ 0.5 ng/kg

A

VB D AR HE)

Z(0.01 mg/L)

e 1715401, Height: 23145, RT-4.96 min
22e5
2065
1.8e5
16e5
14e5

12¢5

Thiensity

10e5

8.0ed

6064

4004

2084

0.0e0

77377.2-D.

44 45 45

43

50

Time, min

51

z )

asmn

AU D NEE HER)E (0. 01 mg/L)

CTH-060-+-008- DI ity

1) 397.27377.2- DA

W53,
\Arca: 1769629, Height: 244251, RT: 4% min
28¢5

2265
2065
1.8¢5
1685
1.4e5

1285

Thiensiy

1.0e5
8.0e4
6.0e4
406t

208t

0.0e0

7.2 Lt (sam.

FEHEVRR(0.001 mg/L)D MEE%”(O 01 mg/L)

[C007-00%- D5, 397/377{smndanil 397.2/377.2-D
\Area: 2386357, Height- 325368, RT-

3.0e5

2065

Tntensiy

£9

50
Time. min

51

100

2-1-8 THFV ALY UDSRM 7 n~ k77 5(m/z 393—373)




S = 7 it NS N 7
7 = \ ] 7

7 / I /
CTH-060-7-010- MPAIB77327 (Unknown) 387273272~ raject Z ) CTH-060-7-070-~
|Area: NA. Height: NA RT- NA min \Area: 11078363, Height: 1748015, RT- 3.0 min

B O NAEEY) ' (0.01 mg/L)

93273302~ opects|

1.7¢6
4500 1.606
1.5¢6
4000 146
1.3¢6
1.2¢6
1.1e6
1.0¢6
905
8.0¢5
2000 7.0¢5
6.0¢5
1500 505
40¢5
305
2065
1.0¢5

3500

3000

2500

Thiensiy
Thtensiy

1000

Time, min

NI IINEE O NEEHEY)E (0.01 mg/L)

(CTM-060-8+-008- (i fy Control) 387.2/327.2-D:1A) royectsiON] | 724 CTM-060-8+-008 - MPAdE : “ontrol) 39327330 2 rojectsIOn] | 7 Z 4 wiff (sam.
|Area: 1101555, Height: 205664, RT- 903 min |Area: 12191955, Height: 1913261, RT- 8.99 min
: 156
17e6
1,665 150
15e5 14e6
1.4e5 13e6
1.365 1266
5 1.2e5 5 1.1e6
£ e T 106
E10es £ 90
= s0e = o
%E'SA 7.0e5
5’5 605
500k 50e5
4004 40e5
2106t 3065
2004 2065
1.084 : 1.065
0.060 0060 e
82 e 3 82 90 92 9 B3 98 62 [ 3 3 30 92 ok 9% 96
Time. min Time. min

FEYEYRZ(0.001 mg/L) FEYEYR(0.001 mg/L) D NAEHEYE (0.01 mg/L)

[T.007-004 - MPA 3877327 (Standard) 367 27327 2-D- 7 7 ] [0.007-004~ P
\Area: 1747194, Height: 278175, RT: 9,03 i \Area: 17964765, Height: 2775008, AT: 8.99 min
2665 2626
2465 24c6
2265 2266
2065 2066
1865 iLhes
L1 L, e
2 4 5 e
. S
1065 106
80et 8065
6004 5065
4084 4065
202t 205
00e0 0.0e0
82 84 3 88 96 98 62 8 3 85 £ 98
Time, min

2-1-9 EEfEA FaXxo a7 A7v O SRM 7 v~ 77 A(m/z 387—327)
WINPREE - 0.5 pg/kg
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PIRA b u—/UEEHERSR(0.25 pg/L)

STI241212_1_010 Smooth(Mn,1x2) F1:MRMof 2 channels ES-

0.00025_2 265.098 > 93.019
DIS 265/93 1.666€+004
1009 4.16
79585.84
16263

%-|

452 477

{ 489 507

VTNV AT IR A v — WAEHERRIR(0.25 ng/L)

STI241212_1_010 Smooth(Mn,1x2) F2:MRMof 3 channels ,ES-

0.00025_2 267.108 > 222.106
DES 2671222 1.385+004
1007 413
65217.79
13846
%
253
7
o ; 7 7 7 T T Y T f } T ==L min
275 300 325 350 375 400 425 450 475 500 525 550 575

~FE A b — AR (0.25 pg/L)

STI241212_1_010 Smooth(Mn, 1x2)

F3:MRMof 2 channels ES-
0.00025_2

269.128 > 134.059

9.336e+003

HES 269/134
1007 4.24

50058.20
9336

%-|

HES 269/134
424

50058.20
9336
7

min

2-2

STI241212_1_004 Smooth(Mn, 1x2)
0.00025

F1:MRM of 2 channels ES-
265.098 >93.019

DIS 265/93_ 4.556e+004
) 4.12
220019.70
44517
%
253
7 2584 4.99
A ANNAAA AN
0 T T T T T T T T T T T T T min
275 300 325 350 375 400 425 450 475 500 525 550 575
STI241212_1_004 Smooth(Mn,1x2) F2:MRM of 3 channels ES-
0.00025 267.108 > 222.106
DES 267/222_ 2.6306+004
1007 4.10
121488.81
26144
%
0 Y ;i 7 T T T 7 7 T T T min
275 300 325 350 375 400 425 450 475 500 525 550 575
STI241212_1_004 Smooth(Mn, 1x2) F3:MRM of 2 channels ES-
0.00025 269.128 > 134.059
100+ HES 269/134_ 2.619+004
420
131215.94
26156
%
o 7 T T T 7 T T T T 7 T === min
275 3.00 325 3.50 3.75 4.00 425 4.50 475 5.00 5.25 5.50 575

KONFEA M=)V (m/z 269—134)D SRM 27 =~ K 75 A

e
5o

102

2 mmol/L FEfE 7 v =0 AL T h= MU L1 : 1)
K K OVEEBE D IR (10000 : DR OT® =KUY (1:1)

VIR A M —/U(m/z 265—93), VT IV ATFILARRA kI —/U(m/z 267—-222)



77 v ik 77 v 7 B O AR HEY B (1.25 ng/L)

FERRERERREE i

hnaEek IRNNEEE D NAEEEM) B (1.25 pe/L)

/

FEAEVRIR(0.25 ng/L) FEVEVRIR(0.25 ng/L) D NAEHEY)E (1.25 ng/L)

/
/

2-3-1 VERAPBE—/L®D SRM 7 a~ k77 A(m/z 265—93)
INREE - 0.5 pg/kg
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75 RE

BIMEE

FEHERRIR(0.25 nug/L)

§E 8§88 88¢§

77 27 RE O IR HEYE (1.25 pg/L)

o R

/

WINECEF D WEEHEY)E (1.25 ng/L)

FEYEPRIR(0.25 ng/L)DNIEHEY)E (1.25 ng/L)

2-3-2 VZFNALAFNANRA I —/LD SRM 7 -~ k7T A(m/z 267—222)

IR EE - 0.5 pg/kg
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75 RE

[

USRS

FEHEPRR(0.25 ng/L)

77 7 R B O NAREYE (1.25 pg/L)

B

/

FEAEVRHR(0.25 png/L) D NAEHEYE (1.25 pg/L)

2-3-3 ~AF¥ERARE—/LODSRM 7 B~ k7T A(m/z 269—134)

WINPREE 0.5 pg/kg
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(4 Fn 7 5]

#3-1-1 = hveA XY= VEORESE
LC &1
B Shim-pack Scepter C18-120 [Metal free] ‘ B
(WAL 2.1 mm, & 100 mm, B FFE 1.9 pm - EEEUERD)
B #)#H 3 #E (mL/min) 0.4
o DTZ, MNZ % OV INZ:0.4
FEAR(HL) RNZ. HMMNI, MNZOH J% O} INZOH : 4
715 6L (°C) 40
SE Af@m&(ﬁﬂe“ﬁﬁ@ﬁ%ﬁ(looo: 1)
Bi%: 7 Eh=r/L(LC-MS )
IRFFHI (57) AR (%) | BE(%)
0.0 98 2
3.0 93 7
55 70 30
T N 8.5 70 30
8.51 0 100
12.0 0 100
12.01 98 2
14.5 98 2
MS /4
HEE—R MS/MS, JEIR A A H
AFALE—F ESI(+)
X TVEE(V) 300
Y — IR (°C) 150
R EE (°C) 600
a—2HA 3. 150 L/hr
A AT A %25, 1000 L/hr
aUar A =4

TEmAT L (m/z), EMWAA T (m/z)

Fuk A A1) TR I AF(2)
N (E=H) i (ETEH) i
Py RS 39“/5‘( :U\‘/ay
V) (m/z) TRLFE (m/z) | =xL¥—
—(eV) (eV)
DTZ 142 2 95 23 96 14
DTZ-d; 145 2 98 22 — —
RNZ 201 25 140 10 94 28
RNZ-d; 204 25 143 10 — —
MNZ 172 16 82 22 128 14
MNZ-d4 176 2 128 12 — —
INZ 170 8 109 24 124 18
INZ-d; 173 6 112 22 — —
HMMNI 158 3 111 26 94 21
HMMNI-d; 161 3 58 12 — —
MNZOH 188 30 123 12 68 22
MNZOH-d, 192 2 127 12 — —
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INZOH 186 2 121 25 107 24
INZOH-d; 189 2 124 26 — —
. DTZ 49, RNZ 5.3, MNZ 4.5, INZ 7.8, HMMNI 4.2, MNZOH
PRAFFIRF ] (min)

3.4, INZOH 6.6
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7% 3-1-2  B-1EENEE ORI E S

LC &fF
B ACQUITY UPLC BEH C18
(N2 2.1 mm, £ 100 mm, K11 1.7 pm: Waters )
FEENFH T EE (mL/min) 0.35
FEAE (L) 5
715 LIRJE(°C) 40
B Af{?ﬁﬂk\ 1 mol/L FEFET > & =0 LPAHR Kk O FE DR #R(1000:2:1)
B & : A% /—/(LC-MS H)
FFfI(50) | AK(%) | BiR(%)
0.0 97 3
3.0 97 3
NS 11.0 50 50
Eadads i 11.01 5 95
15.00 5 95
15.01 97 3
18.5 97 3
MS £t
HEE—R MS/MS. EIRAF
AFANEE—F ESI(+)
AT AT L—BIENV) | 5000
E— X —RE(°C) 600
2T TAY— A 2553, 70 psi
H—7NTTA 2553, 50 psi
aVaHA EHR
EBAT (m/z), EMEAT T (m/2)
T I AE Q) | TaE I (2)
(E&H) (EMEH)
7V —%— | DP aUvg alvs
A \% (mz) | vx=x (m/z) VTR
V¥ — JLF—
(eV) (eV)
CBT 277 26 203 21 168 37
CBT-d 286 41 204 25 — —
RCP 302 61 164 23 107 51
RCP-d¢ 308 41 168 23 — —
SAL 240 56 148 25 222 15
SAL-do 249 46 149 27 — —
ZPT 262 61 185 33 202 27
ZPT-3C; 265 56 185 33 — —
CMT 220 21 143 31 160 21
CMT-d; 227 60 161 30 — —
PREFEER (min) CBT 9.3, RCP8.7, SAL6.1, ZPT 6.0, CMT 5.5
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* 32 WIBHERGIRERIE (=hoA Y — V)

] B (ug/L)
HIEW'E
8 @ ® ® @ ®
DTZ. RNZ X (" HMMNI 0.1 0.2 0.3 0.4 1
MNZ. INZ. MNZOH } (’XINZOH 0.05 0.1 0.15 0.2 0.5
DTZ-d;. RNZ-d; & "HMMNI-d; 1 1 1 1 1
MNZ-ds, INZ-ds. MNZOH-ds % TNINZOH-d; 0.5 0.5 0.5 0.5 0.5
£ 3-3 PEEIRAEERE (B-1FBI%0E)
. I FE (ug/L)
HEWE
8 @ ® ® @ ®
CBT 0.00625 | 0.0125 | 0.01875 | 0.025 | 0.0625
RCP. SAL K (XZPT 0.0625 0.125 0.1875 0.25 0.625
CMT 0.0125 0.025 0.0375 0.05 0.125
CBT-do 2 (’"CMT-d; 0.125 0.125 0.125 0.125 0.125
RCP-ds, SAL-do}2 TN
ZPT-C, 0.625 0.625 0.625 0.625 0.625

7% 3-4-1 Bond Elut SCX (500 mg/3 mL))>H DR HRIL(%)  (=haA4 Y —/LHH)

Vi AH TR TERNRNILER28% T E=T K
el g S 50)1??&(419(;11)5 15-20 et
0-5mL O0-5mL O0-5mL 0-5mL L mL mL
DTZ 0 0 0 0 9 94 0 0 103
RNZ 0 0 0 0 9 90 0 0 99
MNZ 0 0 0 0 9 91 0 0 100
INZ 0 0 0 0 9 94 0 0 103
HMMNI 0 0 0 0 9 90 1 0 100
MNZOH 0 0 0 0 7 90 1 0 98
INZOH 0 0 0 0 8 91 2 1 102
# 3-4-2 Oasis MCX (500 mg/6 mL)/SDIEHMRIL(%) (=haA34Y — /L)
7k A 7L TERM=ENAKD28%T =T K
el g S 50)1?5%%&(419(;11)5 15-20 GLll
0-5mL 0-5mL O0-5mL 0-5mL mL mL L
DTZ 0 0 0 0 94 10 0 0 104
RNZ 0 0 0 0 70 9 0 0 79
MNZ 0 0 0 0 81 16 1 0 98
INZ 0 0 0 0 92 11 0 0 103
HMMNI 0 0 0 0 85 15 0 0 100
MNZOH 0 0 0 0 21 77 1 0 99
INZOH 0 0 0 0 91 13 0 0 104
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F< 3-4-3 EVOLUTE EXPRESS CX(500 mg/6 mL) o DEHPR U %)  (=haA4 Y — L FH)

Tk AH TEhr  TEF=RMAKR28%T =T K
A g S 5@1?162(419(;11)5 15-20 adt
0-5mL 0-5mL 0-5mL 0-5mL ) ) )
mL mL mL
DTZ 0 0 0 0 101 1 0 0 102
RNZ 1 0 0 0 67 1 0 0 69
MNZ 0 0 0 0 95 3 0 0 98
INZ 0 0 0 0 100 1 0 0 101
HMMNI 0 0 0 0 98 1 0 0 99
MNZOH 0 0 0 0 91 4 0 0 95
INZOH 0 0 0 0 102 1 0 0 103
1
7% 3-5-1 DTZOEE, JHTRIE R OV IS
gﬁﬁ B g/ke) @ﬁ;’;& fi}; ﬁ;’;j
(ug/kg) #AT IHE | 23 B | 3HA | 4R B | 5HEB | &Y (%) (%) (%)
1[5 H 0. 149 0.233 0.215 0.232 0.211
0.2 0. 208 103.9 5.0 14. 3
2[71 B 0.167 0. 208 0.225 0.230 0.208
7 3-5-2 RNZOELE TR K OVENIEE
ff;ﬁﬂ B 0 (e g/ke) @ﬁg: g}i f%ﬁ
(u g/ke) W47 | 1AE | 288 | 3p@E |48 8 | 5AA | 2%y ) %) (%)
1[5 H 0.190 0. 186 0.192 0. 208 0.207
0.2 0.196 98.1 2.7 4.4
2l01 B 0.196 0.193 0. 189 0.194 0.208
7% 3-5-3 MNZOEJE | JHTHEE K OV NG E
gﬁﬂ B 1 (e g/ke) @ﬁfz ﬁﬁ}; ﬁ;;ﬁ
(1 g/ke) W47 | 1AE | 288 | 3@ |48 8 | 5A A8 | 2%y ) %) (%)
1[5 H 0.104 0. 095 0.101 0. 099 0.101
0.1 0. 098 97.5 3.4 3.9
AEINE| 0.099 0.091 0.098 0.093 0. 095
# 3-5-4 INZOEJE | DHTREE M OV N K
gﬁﬂ B 1 (e g/ke) Eﬁ;; gg ﬁ;;’;
(1 g/ke) W47 | 1ABE | 2B | 3@ |48 8 | 5AA | 2%y ) %) (%)
1= B 0.100 0.103 0.100 0.101 0.102
0.1 0.101 100. 5 2.3 2.3
2|8 H 0.101 0. 097 0.099 0.103 0.100
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7 3-5-5 HMMNIDOEJE | (M THEEE K OV NG

R e B2 BEAT =N
f W EME (1 g/kg) : )
i e i (i 8/ke miE | R i e
(ug/kg) #AT IHE | 2A B | 38A | 4R B | 5HEB | &Y (%) (%) (%)
1[5 H 0.225 0. 168 0.195 0. 182 0.205
0.2 0.194 96. 9 6.0 11.1
2le1 B 0.222 0. 188 0.164 0.184 0.205
7 3-5-6 MNZOHODOEJE | (M THEEE Kk OV NFEEE
R e b3 DF1T E )
f HEM (1 g/ke) . »
e nere ENE= ¥ ¥
(ug/ke) W47 | 1ABE | 288 | 3@ |48 8 | 5A A | 2%y ) %) (%)
1[5 H 0.102 0.112 0.118 0.109 0.106
0.1 0.108 108. 1 2.3 6.1
ACIRE| 0.101 0.105 0.118 0.108 0.102
7% 3-5-7 INZOHOEE | M THEE L ONENEE
R e S 1 OF47 =N
: HIEE (u g/ke) " v
e nerte ENE= ¥ ¥
(1 g/ke) 17 | 1BE | 2BB | 38A |48 H | 5AH | 2%y %) %) (%)
1[5 H 0. 097 0.100 0.104 0.100 0. 097
0.1 0. 099 99. 2 1.4 2.4
PAEINE| 0.097 0.101 0.100 0.100 0. 096
7 3-6 B~ w7 ZADORE~DZE (= b A% — L FH)
- . . BB @i (EE)?
N N o ERER | REE | FORE | o TSy r—— proyep y——
No.|  pxRILE] BRA Gahe) | (o | ok Eﬁui) THXE | o s ;:)J7ziilzu%$,e§ﬁ] - rgmjrgﬁ = é};ﬁ{i %
1 |DTZ BOHA 0.2 FrH 0.2 0.2 ik g 0 100717 96435 98576 99564 104376 101970 0.97
2 |RNZ |¥E(D§5I’ﬂ 0.2 T 0.2 0.2 L 0 6232697 | 6230853 | 6231775 | 4351571 | 4314694 | 4333133 1.44
3 |MNz |$‘E(Dﬁ§m 0.1 TrH 0.1 0.1 kg 0 136358 138021 137190 138986 139702 139344 0.98
4 |inz |§E(D%I’ﬂ 0.1 T 0.1 0.1 L 0 382946 389336 386141 394192 395052 394622 0.98
5 |HMMNI |;§0)§5|’,ﬂ 0.2 T 0.2 0.2 i 0 73516 74494 74005 70008 71267 70638 1.05
6 |MNZOH |§‘%0)ﬁ‘ﬁ|§] 0.1 Fiat 0.1 0.1 kg 0 794709 793718 794214 819621 802192 810907 0.98
7 |INZOH |’;§0)§5m 0.1 T 0.1 0.1 i 0 1065599 | 1063208 | 1064404 | 1123921 | 1117923 | 1120922 0.95

1 TREIABRIC S B EITE 100%H M I /B 5510, 7T 7 bk R TA T CIML L7 BEYEA T (~ N 2 A VRS VA ) e OV
I AL A S I A A M) 2 VR,
%2 R 7 ATV R OV R VAR DN 5 FLAT 2 IS4 B LA B RT3, (BT RS CRARIEAZ AT, )

*3 T IO RO B EITIE, RNy AR IR OB T T 7 EE =L S W EE VD,

*4 Ko7 ARNERESIR TR B O 770 73R ORBRiEIRE AV G5,

*5 o7 AR TER IR O IR BRI R 308 — V7 IFH(UTE D) D &R D 5,
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%% 3-7-1

Bond Elut SCX HF(500 mg/3 mL)/HDOEHIRIL(%)  (B-TEEhHIH)

KBRS ) — v P KK O25% T > =T K - AB) =N RO2B%T > B=T K
15 DIRIRA:1) A DIRIR98:2) A DIRIRO98:2) a3t
0-5 mL 0-10 mL 0-5 mL 0-5 mL 0-10 mL 10-15 mL
CBT 0 0 0 0 24 52 0 76
RCP 0 0 0 2 9 2 0 13
SAL 0 0 0 1 17 18 1 37
7PT 0 0 0 0 32 4 0 36
CMT 0 0 0 0 23 61 0 84
# 3-7-2  EVOLUTE EXPRESS CX(150 mg/6 mL)/»oD¥E HRIL(%)  (B-1FB)HIH)
KIORAR ) — v KIO25% T =T K AR )= O25% T v =T K
papes DAL S DIRIEO8:2) S DILHE98:2) e
0-5mlL 0-10 mL 0-5mL 0-5 mlL 0-10 mL 10-15 mL
CBT 0 0 0 0 0 60 1 61
RCP 0 0 0 0 2 63 0 65
SAL 0 0 0 1 3 83 0 87
7ZPT 0 0 0 0 34 62 0 96
CMT 0 0 0 0 0 72 1 73
# 3-7-3  Oasis MCX (500 mg/6 mL))>HOIR RN %)  (B-1FEh %)
K ORAY ) — v KK O25%T v B=T 7K AL )=V R R26% T BT K
15 DIRIRA:1) S DIRIR98:2) S DIRIRO98:2) ot
0-5 mL 0-10 mL 0-5 mL 0-5 mL 0-10 mL 10-15 mL
CBT 0 0 0 0 2 81 3 86
RCP 0 0 0 0 0 72 1 73
SAL 0 0 0 0 0 80 1 81
7ZPT 0 0 0 0 0 99 1 100
CMT 0 0 0 0 0 72 3 75
# 3-8-1 CBT OEJL, JHTREEE e V== KR EE
7w . NS5 OF1T =N
; HEAE (u g/kg) " "
it i VEAE (1 e/ke ECE | RS | R
(ug/kg) W17 |1HE |2HH |3HHE [4HH |5HH | &FY (%) (%) (%)
1= H [0.0469]0.0473]0.0464|0. 0520(0. 0448
0. 05 0. 0485 97.0 5.6 5.6
2B H 10.0490(0.0522|0. 0481]0. 0483|0. 0501
%382 RCP OELE, (HTHIE R OE IR
wm - S ixE En!
: I € i /k " "
it i IE4E (1 g/ke) EE | R | ORE
(ng/kg) | 1T |1HH |2HH |3HH |4HE |5HE | &¥Y (%) (%) (%)
1=1H [ 0.476 | 0.490 | 0.497 | 0. 488 [ 0. 510
0.5 0.491 98.1 0.8 2.2
281 H | 0.481 [ 0.484 | 0.489 | 0.486 | 0. 504

112



7% 3-8-3 SAL OEJE JHTHEE K OV N

T R IR GTEEDR
N LA~ k 52 Wz Az
Y)i%}_g (Jﬂiﬂ_‘(ﬂg/ g) EIES ﬁ%}—g %};ﬂ:
(peg/kg) | 1T |1BHH |28 H |3AE |48 8 |5 A |[&FY %) %) %)
1[a B | 0.438 | 0.463 | 0.457 | 0.478 | 0. 494
0.5 0.464 | 92.8 2.5 3.5
21 H | 0.453 | 0.453 [ 0.468 | 0.473 | 0. 465
7 3-8-4 ZPT OEFE JHTHE L OV NG
i N R GEEER
i | k
(ug/kg) A1T |1HH |2HH |3HHE |4HEB |5HE &Y %) (%) %)
1= H 10.487 [ 0.504 | 0.486 | 0. 500 | 0. 500
0.5 0.493 98. 6 2.9 3.0
2 H | 0.464 | 0.484 | 0.517 | 0. 500 | 0. 487
# 3-8-5 CMT OEJE, DT L K OV NG L
T . P OTOGHT [ ER
N A~ k 52 e Az
Y)i%}_g (Jﬂiﬂ_‘(ﬂg/ g) EIES ﬁ%}—g %}—‘iﬂ:
(peg/kg) | 1T |1BHH |28 H |3AE |48 8 |58 |[&FYY %) %) %)
1=H 10.096 [0.100]0.110]0.099 | 0.093
0.1 0.098 | 98.2 6.3 6.7
2B H 1 0.092 | 0.097 [ 0.094 | 0. 108 | 0. 091
% 3-9-1 CBT DEJE
s B EME (u g/ke) I
(1 g/ke) 1EH | 2@ A | 3EE | 4mF | 5EE | &FH | (%)
0. 05 0.0528]0.0474(0.0513]0.0514(0.0490]0. 0504 100.8
#3-9-2 RCP DEJFE
I s 1)
o e HIEE (u g/ke) I o
(1 g/ke) 1mE | 2B | 3EH | 4mE | 5EE | &FEH | %)
0.5 0.494 1 0.488 |1 0.505 [ 0.502 ] 0.488 | 0.495 | 99.1
#3-9-3 SAL DEJFE
wan . S
e WEM (1 g/ke) I 5
(1 g/ke) 1aH | 2B | 3EH | 48E | 5EE | &FH | %)
0.5 0.453 10.470 ] 0.456 | 0.466 | 0.462 | 0. 461 92.3
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#%3-9-4 ZPT DEJE

A N )
g HIEM (1 g/ke) (G117

(ug/ke) 1=H | 2EB | 3EA | 4BB | 5HHE | &Y (%)
0.5 0.495 | 0.499 | 0.491 | 0.491 | 0.500 | 0.495 | 99.1

#3-9.5 CMT DOEJE

wan SRl e N
i HIEM (1 g/ke) (B Y 3%

(1 g/ke) 1EE | 2@8 | 3B | 48 E | 5HB | &% %)

0.1 0.098 [ 0.089 | 0.086 | 0.093 | 0.088|0.091| 90.9

7 3-10-1 FORRRICEBIT 5B~ R w7 2O E ~D 4858

) g;:ggﬁ E—VEHE (B
- e | mme L _
No. | &It A R REWR | REME | EMER | Ce e o N RREAR E—omE | B
(uglkg) (ppm) (ug/ke) " I505° -1 "
(ngll) | BEDH n=1 n=2 iy n=1 n=2 Tty (Bt
1 |CBT Eo) i) 0.05 0.0002 0.05 0.0125 ki 0 45995 51420 48708 52832 55976 54404 0.90 —
2 |RCP £ DHA 0.5 0.01 0.5 0.125 i 0 598481 599843 | 599162 | 712757 | 706151 709454 0.84 —
3 |SAL DA 0.5 — 0.5 0.125 i 0 611095 | 593260 | 602178 | 722015 | 734216 | 728116 0.83 —
4 |zPT DA 0.5 0.01 0.5 0.125 i 0 494338 | 493059 | 493699 | 536003 | 543885 | 539944 0.91 —
5 |cMT DA 0.1 — 0.1 0.025 ki 0 66837 65811 66324 75026 71532 73279 0.91 —

*1 RINEGRER ST DRI 100% M 4 I/ 21902, 7 T0 7 B ORBRIAIR TR LI UEE IR (~ N » 7 AU IE HERIR) . O
BT 7 AR A R (R A U 2 VER T D,

*2 2 N 7 AUSIEE HE G B ORI HEVR IR ONELZ AZ BT 2 RIS B LTS R B3I D, (BTN CRIBEAZAT, )

*3 T IU0E = RROOIIIG AT, YNy AR EERSIR DB T T & Z LG W ffE VD,

#4 <Ny 7 ATHEERIRECY B 07 50 7B O RBREEZ H O TR 2,

#5 Ny 7 ARNMELERIR OVE AT HERSIR 3o — 7 IR CUT R S) D b kD 2,

#3-10-2 HBOFHRIZBIT DB~ N 7 ZDOW|E~D B

, [EE 35 E—vE#H(ES)

s | EmE : - —
No. | SFsIRIEES B84 RERE | RRME | EWEE | e o L1 =rusozamesms ARRERA e—omm | %

(uglkg) (ppm) (ug/ke) = I504° s
(wgll) | BEn3l n=1 n=2 Tty n=1 n=2 iy (Bt

1 |cBT BOHA 0.05 gt 0.05 0.0125 i 0 48241 49941 49091 52369 52306 52338 0.94 —
2 |RCP BOHA 0.5 — 0.5 0.125 miE 0 621291 | 617223 | 619257 | 698654 | 698976 | 698815 0.89 —
3 |SAL BOHA 0.5 — 0.5 0.125 EiE 0 668495 | 658650 | 663573 | 710853 | 720418 | 715636 0.93 —
4 |zPT BOHA 0.5 — 0.5 0.125 miE 0 497741 | 487385 | 492563 | 528022 | 548679 | 538351 0.91 —
5 [cMT BOHA 0.1 — 0.1 0.025 g 0 70530 65492 68011 72522 73771 73147 0.93 —

*1 RINEGRER ST DR 100% M 4 I/ 21902, 7T0 7 Bt ORBRIAIR TR LI UEE IR (~ N » 7 AU IZ HERIR) J OV
TR 7 AR MR R (A A U 2 VER T D,

*2 2N 7 AUSIEE HE I B ORI B HEVR IR ONELZ AZ BT 2 RIS B LTS R B3I T D, (BTN CRIBEAZAT, )

*3 T IU0E = RROOIIIG AT, YNy AR EERSIR DB T T & LG WA VD,

#4 < W)y 7 ATHIEERIRECY B 07 50 7B O RBREEZ O TR 2,

#5 M)y 7 ARNMELERIR OVE AT HERSIR 3o — 7 IR CUT R S) D bz kD 2,
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(4 Fn 7 5]

| B0 g
i

— = = —

7Eh 50 mL XK OWERE 1 mL 2Nz, RETFAX
2250 xg T 5 4y [l L Fr Bt

e A

TER30mL AR, REDST AKX

2250 xg T 5 4y [l L Fr B

ke Al

AHiEEADETT R T 100 mL IZER

BREAVERSA A 2543 =% 1 [Bond Elut SCX(500 mg/3 mL)]|

| A% =V 3mL, BTV R OB OIRIK(19:1)3 mL Tar 7 1a=r7

| HhHR S mL R OWERE =T /L K OFEREOIRIR(19:1) S mL DIREIRA TEA

| 7R SmL TG

| A% /—)v 5 mL CTUE

| 7ER=RIJL 5 mL CHES

| TEN=RIV KRN 28% 7 =T KOIRNR(49:1)15 mL CTEE HI (VA IR 2 B )
AR AR 22)

| BRWE K, A% ) —V R OFEROIERR(900:100:1)0.5 mL (2R

1

3-1-1 = huA XY= VEHOOHE7 a—F v — b
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EER
I #Ek10g
o
TERN100mL ZMMZ, REDFAX
2250 xg C 5 4y 05y B
e A
TR 50 mL &ZNZ ARETFARX
2250 xg T 5 4yfifiz Lo
e A
| AlEAHETTERN-T200 mL IZER
POV BRIEAE e =L B oN-E = L B R B RS =15 4 [Oasis MCX (500 mg/6 mL)]|
| AX—IV(FRR)S mL, KB A% ) — )V DIRIE(1:1)5 mL TR T 4a=r7
L HH#R 10 mL K OEERE 500 pL OIRGHRATEA
K OAK ) — )V DIRHR(1:1)5 mL THEF
A% )=V (Fifk)10 mL THE
KR 25% T =T KO (98:2)5 mL THES
AH ) — L (Fk)S mL TP
AR )=V KR 25% T =T KOIENK(98:2)15 mL T HI (A ik A2 £ R)
A (AR )

=

— — — — —

— — — —

Kl

3-1-2 BAEBNEIH O L7 v —F ¢ — b
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REW RO~ IT T L
7Tk

NIZ260114_4_15 Smooln(in 2x1) F1MRM ot 2 channels ES+
331

201804973
527.5010e4002

o

.

» T T z T T min
T T

; Zpan

IEE

ANVAIR IR

.

L T T T min
" oo T whe T

S

FRHERR(0.2 pg/L

P AT 2 Ug

N

2 T T T T T T n

7T TR OPNIEHEWE (1 png/L)

1iZ260114_4_15 Smooin(n 2x1) F2ZMRMof 1 chamnel£S+
PHL033-1 1

44974 > 08127

‘ T - = min
4750 4800 4850 4500 4950 5000 5050 5100 5150 5200 5250

IEEFO NAEHEDE (1 pe/L)

11Z260114_4_13 Smooin(in 2x1) F2ZMRMof 1 chamnel S+
320 14974 > 98.127
332304004

5000 5050 5100 5150 | 5200 5250

FEHEYRIR(0.2 pg/L)D PNAZHERE (1 ng/L)

NIZ260114_4_8 Smoohihn 217)
0201

F2MRM oM channel S+
)

144974 >98.127
504004

3-2-1 DTZ® SRM Z7u~< K7 Z

(m/z 142—95)
RINREE 0.2 pg/kg
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AT T IR O NEEEY)E (1 pg/L)

NIZ260116_2_11 Smooth(hin 2¢1) F7ARMor3 channeis £+ NIZ260116_2_11 Smooin(in 211)
PN033-1

201018 > 130999 PUL0331
\l/ 530 134604004 S

\ et
a7 \

\ L

N~
2 T e T - T T T T T - min o
4900 5000 5100 5200 5300 5400 5500

- - min
4900 5000 5100 5200 5300 5400 5500 5600
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