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JEA G BB AR IR B A D 4 (R i D22 EHECRHEERT JE S 28)
T 6 L SRR TR

NI R o T O TR K QNG G D I3 IE DRENL &2 S PR

—+=
AN

WHoEo A S O R ENZER SR AN B B EsR

RER

% EU ~H 3 2B 138 T B3R S S DF =2 Vi o FEli T D B0 D, AT AR
RAF NARFEDEE N - RAABDE (A WE) 1 TP IREORENLE ThHD, iz, Bl L ThHD
EU CITONDRAETHERNS A WEIMRHSN5 812X, BOETOFROREL EmL ., JFIA
PAEPNEL/2D, AP TIE EU T ICEMMER LA 2B RO ONDE=XI T RRAS
EU CTOARRAEIZBNT A WEIBRHSNTZSG G, ZORKATET D720 DL LT,

TP DOAT AN HTE M CAF VNG IEZ T LT, AT AR (17B-= AT VA —
NV VIB-T ARAT vy | 2F =)V R AN VA= BRRAL S AT 0= )b AF LT ARAT HY | o-b
LRy B-hbu Ry FxYAZY U R OFHEAR 0y 7 a2 00) HHFEL LT, RS
AT AT ER= RV R OANF Y AR 21T oItk 777 7 AN — R | F LTI
N-7ae N INAC VAN FEEI= AT L THRIL | LC-MS/MS CTE B M OWER T2 ka2 L
720 LEAZ VTR Y PERTAB AR (USINREE 0.5 ng/kg) ZFMELI-RER, B DM TRE ., BINRE
K OGBIRMED B A A T- LT, £T2. AF AU (P ok Aha— )L P F )L AT LR A — )L
L ONFATT— /L) TS LT, BN =2 ) — L R OVKOIRIE(9: 1) T L, B-7 v rm=
K —B TG IREATT-1% . BUKMEREERT SDB S=A7 LK O 77 a2 Uk U7 L
=BT AL THEL, LC-MS/MS CTE & & OG5 1EZ ML LT, 2% -T2 Y P AR R
(RINPREE 0.5 png/kg) A M L7o /bR, BEE, DM TREEE, SRS BE ) ONBIRME D B AR AT 72 L7z,

TNBDFE RN AT OAREGHTE, AF LU BHTEDOWNTRL ., 2FAT OREOITE (&
FRAL 0.5 pglkg) ELTEHE THHI LRSI,

e SR JEMIKPEM I L OVE S D [E B354 Sy &b L,
(—#) BARR ST 2 — Mo 5 DS XD ZENRBEDIREL 2> T
o1& WD, FRIC, PR RICERL T, e E o &

H o (2SR R an i AT FERT)

A FFEREH

I, ARIZBT2DFEilbic ko A REd
(A BN O BB B A IME RN 2 8 D,
— 07 HRBIZIT A A EINORE R IR &
B Z ORI T RIS TN D, 2RI
(X D72 HARD AR KPEHITIB VT,
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%o BUIE, AARPEFNO T E i LIXF#ESE

BEELTUTHETHLN, RNTHHHREOK
VKN E A (BU) 1X X572 58 H LK A IFFE
NHMIRTirD, 4WEOENIE A% EU ~B
- HI2iE, B EES B RO HSH AT (EU)

2017/625. FRM & B Z AR (EU) 2022/1644,

BLOEMNZE B HiATHLHI (EU) 2022/1646 (Z4E
LU= E =2V VAR SE | B
RERSEDT=FY Tt % T 95 LB

0D, AR R LD IILEMEY - L, 281k - Rk
RWETHD A WE (AT NRUHE, HURRIREE,
AT UARKE, LY VTN RE, B -FE) K
) b AN RIS B WE (BiE MW . BR
A SEERA FEAT A RMERIRIESR, Pi=rv
DU LHINE) TSNS, BWENE=ZV T
Az (HFiee, B 5 ) 2D H S L= 35 B 1L AL o

BIRA ATV BEE RS RS LD LRI

FEDRDOHIND, — . A WEBNE=HI 7
A7 (BR . P, ) DR S5 a0, JR
KIZERA L LB B D58 T £ Cla 2 BRIk S5,
F7-, e THD EU TORETHEND AW
BRSNS A IS EICB W CHORES
FEhiL |, JRKOFHENNEL/2D,

ARFFETIE, T=2) 7 RA F21T EU BT
DEIAFFRA BT A WEBI BRSNS S
D HTIEZBRFE L, Bl 720 H B A TRe &35
(Kl DR iz AL T 5, AL, EU TOla A
R A CTAAND A WEIRHSIZSE DR
KFAE DD D HTEEL T, AT OAT "
AREE (8 (LEW) HTEB L OATF LU HH (B 1L
BW) IHTIEZBRSEL . 2 PEREAM RSk A S i L
77

B. WF4E )5k
[1] RTueARE (=R F—V TAMRT I |
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ITF NI RNFTOF— )V BEEEAL AT —
U AF VT ARRTRY  BEBEN ey T X
YRRV K OARax Fa A5aL) 5S5iriE

1. gk

FOFHIIE, A 52— M CRER IR PEZ I
AUTz, ATREZRIRVIEN B & RE, mdk sy —7 7 )7
P—% W THlEIE—{kL 7,

2. ARFE ARk

17B-TANT VA — /AR ESL . HfiE£99.3% (BA s AL
1)

17B-7 AR T R HE L - il £ 99.6 % (Sigma-
Aldrichfi)

TF =V ARNT DA — VEERE S HE99.7%
(Sigma-Aldrichf)

HElE AL 7 AT m— VAR HERL . #f298.1% (& +=
T AV BRI

AF VT ANAT a U AEHE S #EE99.7% (& L7
AV IFOSERTEE D)

o-RL U ARBEARHER . HiE99.7% (& L7 A /LA
FrotliZes)

B-hL o AR A e . il 96.9 % (MR fliSK T3

=)

TR ALY NEHENR, . HEE99.7% (B LT AV A
Tt

FEBE AR R L T R AT a AR iE98.9%
(Sigma-Aldrich#)

17- = AT V7 — /1 -2,4,16,16-0s :
(CDN Isotopesfi)

17B-7 AMAT 12-16,16,17-d3:  #li/E 99 % (CDN
Isotopes)

TF =NV ATV A — L -2,4,16,16-ds :
97%(Toronto Research Chemicals)
FEEEAL 7 AT m—)L-ds:  Hili£99.50% (Toronto

Research Chemicals)

£ 99 %

il £



AF T ARAT OV 03 il & 98.4 % (CDN
Isotopes)

PHs]-a-hLoRme s fififE95.5% (ALSACHIMEY)
[2Hs]- B-RLoRm ;i £98.8% (ALSACHIMEL)
FRYAZ L -46,,21,21-ds: 1 98.2% (CDN
Isotopes i)

HifE AR ox v Farf 2T7ar ds: #EIT%
(Toronto Research Chemicalsf)

A% )— v LC-MSHI(& L7 A /v AR ehliskad)
TRV, TR )= (95%), ~FH L AK
— L REEKFET =T L BiR(E L7 AL A
Fro i)

KRR TN T A FRfk(Fo b))
Mrxy s Fefk(BE AL )

TT77 7 AN =R =TF LTI -N-TrE L
UMMV NVFEREI =T A
GC/PSA(500 mg/500 mg/6 mL, v—x= /LA
A

AT T T 4NH—: PTFEVU VT 4L H —
(0.22 pm, FEREM R R EY)

~FY T =)L TRR=R)/L400 mL
Je O~FH 2100 mLAEA L, 577 [iREIZAT-
2o B LT 2 =RV E Ay BT,
7T ER=RIV R OUKDIRHKE((L:1): TEF=FIL
500 mL &% UVK500 mLA R A L7z,

KM RS ) — VDRI (1:1): /K500 mLK& ONAH
J—/V500 mLZIRA L=,
TER=RIV R OV DIRIE(3:1): T ER=
K45 mL & "ML= 15 mLAE R A LT,

1 MOl/LERER/KFE T B = DA . IRBRKFET
VE=ULTIL g ED, KEMA T LUIEREIC
100 mL&L 7,

0.5 mmol/LfREEKFE T =7 LK :
PRER/KFET B =17 5500 pL K& U/k1000 mLZ% &
ALz,

InertSep

1 mol/L
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BEYEJER . 17p-T AT VA — /U HE %910 mg
ZREFEL . A% ) — /L (Riifk) T fiE L C100 mg/LiA
A AREL Tz, 17B-7 ARAT R AR HE LK) 10 mga
FEFEL, 7 ER=RL K OVKOIRIR(L: 1) THEMEL
T100 mg/LisiRz L 7-, =F =)V =ANTTF
— /VERHE ALK 10 mga TR L . AX /— L (FFfk) T
TAfRL CT100 mo/LIsiR i L7, HEBRAL 7 A
T a— AR YE K10 mga SRR L . AX ) — V(R
) TEAMRL T100 mg/LIFIRZ R 7=, AF LT
ARAT O FEYESKI10 mgaAEFEL . =& ) — L
(95%) CYAMREL T100 mo/LIAHE AR 72, a-hL
LR T LAEAE L HI10 moakEFEL . TR R=RUL K
UK DOIRHR (L : 1) CYRMEL CT100 mg/LiAik % RSl
L7z, B-hro R A HE SR K10 mga fEFEL . 7k
F=RUJL K OSK DRI (1: 1) TiAEfiEL 100 mg/L
WRIRAZ TR LT, 7% A2 AR 910 mga
FERRL . A% — VL (F5fk) CUa ML C100 mg/LIRiK
BT, BEBR AN By 7 us AT AR U
%910 mgA RS FEL . A%/ — L (k) CY L T100
mo/LiEiR 2 FR L7z,

WAEHEJF . 17p-TART T A —/1-2,4,16,16-dq
%910 mgA RS FEL . A%/ — L (k) CY L T100
mo/LIRIE AL 72, 10 mgBE R DLI7B-T ARAT
11.7-16,16,17-0s% A% /) — L (Fifk) THENZ I, AH
J— V(R TIAfRL T100 mo/LiEiE & L 7=,
1 MgBEEDTF =)L AT VA —/1-2,4,16,16-0,
T AL ) — V() THENZFr . AZ ) — L (Fifk) T
B L T50 mg/LIER & TR L 7=, 5 mg4¥ & DFE
FE AL VP AT B — LU AX ) — )V (i) TP
T, AL ) — )V (Fiflk) T EL C100 mo/LiA k%
FHELL 7=, 10 MgBEBDAF LT ARAT 0L (g% A
2 )=V (FFFR) THEVNZ I, AH ) — )V (FFk) TU
fig L C100 mo/L¥E ik &2 L 7=, 1 mg%& & D
[PHs]-o-~L > Rus %27 B h=RI L TR, T
T h=RLCTIAfRL T50 mo/LiATR AL 7=, 1



MyAED[?Hs]- B-hL- > Ru %7 B h=R L THE
Wk, T ER=RLTHSEL T50 mo/LEs k2 i
L7, 10 QB RO T FH AX Y -4,6,,21,21-d
T AH ) — )V (FRR) THEWZdr, AZ ) — L (Fifk) T
Vi C100 mo/LIsik a2 i EL 72, 1 mg7s s DFE
g AR T AT L Ao AZ ) — L (FifR) T
BeuZFr, A% ) — )V (Fefk) CEEFRL T50 mg/LiE
a7z,

MRS YEIANG . 1Tp-TANT VA — L AEHE R R |
17B-7 ARAT v U AAFHERE | =F =)V = AT
— VB AE R | HERE AL V7 AT a— WA YE TR |
AF T ANAT a AR, a-FL 7R AR HE
R, B-FL AR m AR HEIR R 7 Y A2 AR
JE M O\EERR AR 1 o 7 0 /r AT m A YE R i %
AL ) —V(FifR) AR L C0.1 mo/LiE &A% i
L7z,

TSN PN A HE R
2,4,16,16-ds N AR HE LR | 17B-T AP AT 11 -
16,16,17-ds AR HE UK, =F =L = ATV F—/L
-2,4,16,16-da AR HETIHL | WEREAL 7 AT 11— )L -

17p- = AT VA — )b -

dsPERHEIRHR . AT /LT ARAT 1L -ds AR YR |

[?Hs]-o- bR b AR HE TR, [Hs]-B-h Lo 7h e
VNEEEIRR T A 4,6 ,,21,21-ds N EE
YEJFR ) OVWEFE AR e 7 a7 AT a -ds N A
R A 2B ) — )V (Ffk) TAIRL T1 mg/LiE&
iR T LT,

3. E
RETAY =1 NSSA~ArnTv7 - =F A
)
n—&Z)—x /R —H—: N-1000VCR st 3 L 25
)
Oy B H-60R (74 )

LC-MS/MS

s A A——
MS Triple Quad 5500 | SCIEX
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LC
T =2

SRR
SCIEX

Nexera X2
Analyst

4. JE G

Table 11Z/RL7=,
5. E&

17B-T= AT VA — VAR HEJFIR | 17B-T ARAT
B HER G T = L ARG U — LA YE
., WEEE AL 7 AT v — UABHEJFR | AT VT A
FAT O AEARE TR | o-PL L AR AR, B-h
LR AERE R T AS S AR HE R K Y
WEfE AR 23 7 a b 27 a S UE R i AR ) — )L
(k) TAIRL 0.1 mo/LisikZz s L 7=, 17p-=
ANT A —/1-2,4,16,16-0s NEEHEFE , 17B-7 AR
AT 1-16,16,17-0s NAEHEFR |
TVA—1-2,4,16,16-ds NAEVEF IR HEFRAL 7
AT 0 —)L-QaNEEHE TR . AT VT ARAT 1 -ds
PN R Y ST . [PHs]-o- Lo AR T o PR 6 TG
[PHe]-B-hL > R WEEHEIRE , 7 4 A% L -
4,6, ,21,21-ds AR HE TR L ORI AR v & 7
AT -de R HE SR A A% ) — )V (REfk) C Ay
RU T mg/LEiR & s LT, SHI2, KK OAK
—/VOIRHKR(L: 1) TAIL ., 0.1 mg/LIEi A TR
170 ZHVDYRIR A K K AR ) — L DIRHE (1:1) T
A FRL . 0.0005, 0.001, 0.002, 0.0035 }% T*0.005
mg/L (P EEAEFR T #£0.01 mg/L) PREE HETR A h v
WAL To, ZOWIKS Lz LC-MSIMSIZiE
ALT, BONZITB- AT VA —/1-2,4,16,16-d,
DY — IR DHIIB-ZANT A — )b 17p-
FARAT 1-16,16,17-0: DL — Z EAE I 975
17p-7ANAT By | ZF =)V ARNT VA — )L -
2,4,16,16-ds O — 7 HFEIZ X T D= F = /L = AR
TIH I BRI AL AT B -ds DY — V1
FEICKT T DEEER AL 7 AT 00— )b | AF )L T ARA
T -G DE — 7 HFE KT DAF LT ARAT 1

—F =)L Ak



> [PHs]-o-bL o R O — 7 HFEICH 95 a -b
LRy | [PHs)- B-hL o R ms o — 7 gt
TAHR-FLdhry TR ALY L -46,,21,21-dsD
E— BT 5T XY AX U R OERE AR
XL AT R -Ae DY — 7 HFE 5T DEEE A
[N=E S A=ty S = VS /A1 Th - (D) 0 AN
W EARAAERR LT, SRBRIA RS uLALC-MS/MSIZ
HEAL, B EMRD DN EEIZ IV 1TR-= AT
VA= 1IB-TARAT Y | ZF =V AT Y
=), BER AL AT = )b AF LT ARAT
ay . o-hbrimmy B-RbrRmy | T A%
VR OERE AR T ar AT ar O BEE
L7z,
6. WMEEL &L

FBHLO gLz N AR ME A #5(0.1 mg/L)50 PL[ A
J— V(R ETRINL , 305 Bk LT-, =Dk,
0 A NAEHEZR I (1 mg/L)50 pL[ A%/ — L (4
) mInL 7,
7. RBRVAIR O FH R
REZE

17-ANT VA — )V 1IB-TANAT B | =F
VT ANT VT )V WAV T AT R0 A
FINTANAT R a-bL vy B-Rbrhnml
TXARE R OFFBEAN X L T S ATn %
RENDA~FT I AT =RV TR L, [
RRIZAF Y T aToTe, 0%, 77774
NI —R = F LTI -N-7 a3 U by
VAT NFEEI =TT L THRIL 2% . LC-MS/MS
T s M O LT,

SITE7 v —F v —h% Fig L ITRLTS,
7.1 il

B 10 g & 250 mL 255 O ARVRICED D, ~
T a7 v h=k/L 50 mL & OANFH2 50
mL ZINZ, RESFT AP —THELLIZHE, IHIC
HEKRREE T NID L 20 g MA AT T AP —TH

23

#REL 72, 3500 r/min T 5 0[] Doy BEL . BE 2
Tlt, FEZREASBLE, W TEEDIT
Eh=R/L 50 mL Z %, REDFTAF—THHE
L72, 3500 t/min T 5 4yl Dy BEL 72 %% . BG4
AL, A% 100 mL AEE7TADUIE
i, 7TEN=NILTERL,
7.2 k5

F R 20 mL GRUEF 2 g #H2Y4) 20797 7 A M1 —
RNATT VLTIV -N-Tae v U AL U
JVEE B =717 A [InertSep GC/PSA(500 mg/500
mg/6 mL) |(H5 U T ER=K)/L 5 mL THFL
TebDONCARTL T IR A S0 mL &0 125 T T,
RWNT, 7 ER=NL KONV DiR#E(3:1)10
mL THHL, Lo LEITEDE T, R HIK
EIRTIET7 IR, n—H ) — TR — X
—(40°C) CIRAMFRLIE L . SBIR CEFR T AZEUIK
P ZRE LT, BREWE KK RAZ ) — LD
IR : DI mLIZEEREL , AT T T 4N E—TH
MWL 72b OE BRI E LT,
8. N AURNIEAEVE IR D 8

77 7RBRVETR 0.5 mL ZE DE I EL, 1
— R — TR —H—(40°C) CHE MRz E L . =RIE
TERITAZBLIRAFEH 2R EL T2, 0.001
mg/L O 178-TANT VA —/b  17B-T ARAT 1|
TF =N ANT VA —)V | BERAL AT B —
b AF VT ANAT Y a-hrARry | B--RLv
Aoy, TR K OFHRAN S 7 s A
TRARGIEMERRIR 0.5 mL 212 CEMEL7=b D
%~ N7 AR HERIR S LT,
9. 24 PERFAmRER

PO R Z G E B RS R (0.5 ng/kg) T
FM PR AR B A b LT, 2 Y R A R T
ANZHEV TR LEIROFT). 5 H OB DL
BRZATV, SYERE ST A—H BRI LT,



[2] AFN_RUVE (TR Abr—V, VF VR
FNARARNE— L INFERTT— L) ST

1. &k

FEOFFAE, RN O 5§ CRE s R PEE i
AUTz, IR IRVIEN B xR, mh s —T7 7 )7
=% W TRIEI) —{kL T,
2. AR
VAR —/VEERE R #E96.11% (LGCHY)
VIFNNAF )R AN — VAR YE L AR 99.9 %
(GEEURAN e e )
AFERT I VRN, - fiE£99.50% (LGCHY)
T AT LR AT — VS L R A
#iEE95.2% (Toronto Research Chemicals#)
P AR —/b-ds: (WITEGAH)
[2Hg]-¥ = F )L ZAF )L_ARE—/L: (ALSACHIM
)
~NFERXATHE— s
Chemicalsf)
AR )= 1B )—(99.5%)., B TF /L ~F
oo Wi, WEEE T RID A=K Fefk(E Tt
T AV BFEHSE L)
TEh=RL: LC-MSJ ([ #/b 5 5)
B-rNnru=g —BITINANT 72— BIRIK:
EC 3.2.1.31/EC 3.1.6.1(Helix pomatiati 3., Roche
&)
B-7 v =4—£100000==v MNmL}k "7 VUL
AT 74 —1E800000==>MNmLZE e (727201 |
B-rNnrm=4—EiZ&H->TiX38C, pH4.5~5.0T
1T = ) — VT 2L A -B-D-7 )V T a=R)5
T )= IVTH AL ngiliE S S AR R A1
=y T2, TUNVALT 752 —F 2> TIiE38C,
PH6.2 CLIF[IZ2-E R rF v -5-=h a7 = = )L Kii i
MH2-ERa Y 5-=ta7 = /) —/ V&1 pgiliEfEst
LEESREA 1=y T D),

(Toronto Research

24

B EEMSDBI = 7 A
ABN(150 mg/6 mL. Biotage®fl)

T 7ae N INACT I T NI =TT L Sep-
Pak Plus NH2(360 mg. Watersf)

Millex-LG(0.2 u m,

EVOLUTE

AT T T 4 H—
MILLIPORE#Y)

0.1 mol/LEFIZ TR Lik(pH 5.0) : 5514k : el
FRIT A=K F#0.82 g &Y AKENMA THEDL
IEREIZ100 mLEL 7=, 55204 : HER20.60 g2 &0, /K
ZNNZ CIEMEIZ100 mLEL 7=, 6 LHRIZ 5 21k % N
Z CIRFIL, pHES.OICHRIEL 72,

TH )=V K OKOBKEO:1): =&/ — )
(99.5%)900 mL &% (87K 100 mLAIRA LT,

KB OAZ ) — )V DIRHE(1:1): /K500 mL& AKX
/—/L500 mLERA LT,

KB AL ) — )L DR (11:9) : /K550 ML O AX
J—/V450 mLEIRE LT,

WERE =T L J ONAZ ) — L DIRHE(9:1) : Wil —F
71900 mL Kz O"A% /— /1100 mLERA L=,

K M OHERR DR #(10000: 1) : 7K1000 mL K OVHE
2100 uLZ IR A LT,

FFEYEIRR . ¥ R A — /LA HE K 10 mgZA R TR
L, A¥ ) — )V CIAfRL 100 mg/LiAR &R L 7=,
T F L AF LR AR — LR HE K10 mga ks
FEL, A% ) — )L CERfiRL CT100 mg/LiEik 2z FHsi L
7o NHEBATE—/UEEHESL K10 mgZAEFEL | A
X ) — )L TR CT100 mo/LiRikZ L 7=, 1
MR BDY TF )L AF LR AT — LS )L ras
BRI G AR Z AY ) — VTN I AR ) — )L TR
fif L C50 mg/LisiR &L 7=,

WA HERU : = R AR — L -d6fI5 mgaAEFEL
7 B =L TERMEL T100 mo/LiRikZ TR 7=,
1 mgEBED[PHg]-¥ = F L AT )L_RA R — L% A
B )=V CPENT I, AR ) — )V CURAREL T10 mg/L
WiRZEE LT, 1 mgAEDONFEATE—/1-d,



TAB )=V TPNT I AZ ) — )L TEfEL T50
mg/LVE IR A ST,

WAL . Y= A b — VEEHE R, ¥
TFNVAF A — AR U S O ~F B 2
T — WAEYE R ik e A% ) — VTR L C5 mg/L
A TR SHIZ, KK ORAS ) — LV OIRIK(L:

1) TARL C0.01 mg/LiR & TAik 2 i iU 7-,
TN NEEHEVRTR . ¥ =R AR — L -de PN FE U

WK K OAZ ) — )V OIRHKE(L: 1) TARLTL
mo/LIETE TR 7=, [PHe]-¥ = F L AT LR
B /L NFE R S T B AT 0L -0y NS
HEJFUIR 2 A% ) — )V TR L C1 mo/ LIS iR % 7 4
L7, BT, ZNOIIRE K L AL ) — VDR
(1:1)TAIRL C0.1 mg/LIR AR AR,

3. AGE

REDT AP — 1 NSSUXAIaT v =FF

%)
n—X ) — TR —Z—: N-1000V(H R B b 25
)

w0y BiER : H-60R(= 273 i)

pH &f: F-12(0835 7 R/ ART 2 )
REHIEIR A : BT101(7—~ MeF22Hd)
LC-MS/MS

4 T A—Fy—
Triple Quad 5500
MS ) SCIEX
Triple Quad 6500+
LC Nexera X2 SR ERT
T —X4LEL | Analyst SCIEX
A A 5K A—T—
MS Xevo TQ-XS Waters
LC ACQUITY Waters
Premier QSM
= — g | MassLynx Waters

4. JTESAE

Triple Quad 5500 }% O® Triple Quad 6500+ E

25

2&ftk% Table 2. Xevo TQ-XS DHIESf% Table
3VTRLTE,
5. E&

VXA — VR HERE . =T )L AT L
AR — VRS HE R e OAF B AT 1 — LA HE
iz A% ) — VTR L C b mo/lL Ak & i L7z,
VXA —)V-ds WAEYEIR IR Z K K DAY ) —
VORI : 1) THIRL T 1 mg/L WHRZFREL .
PHgl- = F L AF LR A — b PN FE YE R K
ONF AT v—)b-dy WARHERIRZ AR ) — )L T
AL T 1 mg/L WALz, SHI2, 2B
Wi KK RAZ ) — L DIREQ: 1) THIRLT
0.125, 0.25, 0.5, 1.25 2 O*2.5 ng/LINAEHEA IR IR
FE 1.25 pg/L)ONIEER SRR IR A TR LU=,
ZOVEWE 5 uL & LC-MS/MS IZIEAL T, 357z
PR ANA— b-ds DY — 7RI T HY T %
Zbha—/)L [PHg]-¥ = F )L AF LR A — )L DE
—JERICKT T Y = F L AF L RA R — /L K
AT AT T—)b-dy D —ZEFEIT T D ~F
TATO— L O — 7 HREO A W TR Ef A
TERR UT-, sRBAIAIK 5 L % LC-MS/MS IZHE AL,
BRSO N E YL LY ok A a— )L P
TF)ILAF LARZA I — )L AT AT — )L
OEEEEHLE,

6. USHNEELFH

FEH10 gl ¥s 0 A% Y 355 %5 (0.01 mg/L)500
UL[AK B A% ) — L IR (L2 1)] & ORI Y
FEYEAHR (0.1 mg/L)250 pL[/K M ONAZ ) — )L DR,
WL )]EwML,

7. FRBRES IR O
A

YT xAba—)L VI F )L AF )R A — )L
K OR~F AT r— VAR RS ) — L K
KOO : 1) THIHL , B-7 vrm=4—ET/l
IR IREAT S T-1% . BUKPEILESRT SDB I=07 A



KOT7ae Vo UNACS I T NNI= T LT
FERIL, LC-MS/MS TE & & OB L=,

STE7m—F v —% Fig 2 ITRLT,
7.1 fhiH

B 10 g 2 250 mL 4[5 AZARVHICED I, =
2 =)V K OVK DR (9:1)50 mL ZINZ =14, =~
EVUF AP —THHLIZ, 3500 r/min T 5 45
DT BEL 2%, BT AEUT-, IRWVTHERE
W= ) — ) R OVKOIRHR(9:1)30 mL 2%,
REDFAYP—THHAL-, 3500 t/min T 5 77fH
WOSBEL- %, BIEE A LTZ, A% 100
mL BARETTAAUH DY, =8/ — /L K UKD
IRIRGOG: ) TERLIZ,
7.2 MK G5 i Bt

Fh % 5 mLGREL 0.5 g #H24)% 50 mL 2% 10>
BITHEL ., 0.1 molV/L FEEE T MU AR (pH
5.0)10 mL } 8 -2 /v =4 —P¥sik 100 pL &
Mz 37°COKBHT 60 2yRHREI L., KSR
FOSEAT T2,
7.3 15

B R 2 Bl K M B & i SDB S = 7 A
[EVOLUTE ABN(150 mg/6 mL)|[(&5HCeH AKX )
—/L 5mL, 7K 10 mL THH L= DO)NZART LI,
HLEWNE 5 mL OKTHND, Pz 7 LA
LTz KK ORAK ) — L DIRIE(11:9)5 mL TH
W%, 1 s LT, IRVTAFH 5 mL
TUF L. 1 o MIWs Ulc, Bk M FRE
SDB =7 FL[EVOLUTE ABN(150 mg/6 mL)]?®
TeT e v U BT AI =TT A
[Sep-Pak Plus NH2(360 mg)|(H 57U O FEfE T
VR OAZ ) — L DIEHR(9:1)5 mL THREFLES
DY& R L | BT /L L OAK ) — L DIRHR(9
D15 mL T LT, WK E e T 7 7 Al A
T, B2 —x R — 2 —(40°C) C I s 52 [
L. Bl CER VAL BUIRAFIRE AR E LT,

26

PR % K}y OAZ 7 — L DIRIE(1:1)] mL IZIR
iR, AT T T 4N —TAHE UL D& ERIE
ez,
8. ~ R AURNIAE VA IR 0 7
(7. BRBRVSIHEOFIRL TR L= F BTN T

T2 B IR (R I PR 25 B EE T TV, R
Iz 025 pg/L DY TR ARE—)L PTF)LAF
JLRART— )L IAF B 2T 10— LR A S S
1 mL 2N TAEMELT2b D%~ R v 7 ARITE
HERIRE LT,
9. 2 MHEREAT SR

O R ARG E BRI L (0.5 pg/kg) T %
MR AR 2 L7, 2RI T AR T A
IZHEV, LA 1EI20FT). 5H OBy B
1T, SRR ST A= S E T ML,

C. HREVOELE
[1] ATeARER (AN VA —)v, TARRTOY,
TF NI RNT VA —)V, BEBALV VAT B—
v AF VT ARART Y BERN R ay T %
PRZ R OARRX T asf 27 uy) ik
1. LC-MS/MS £t

17B-=ARNT T H— )V N F = VT ANT VA
—/LE ESI(—)E—RT, ZOMDGH xRt &
X ESI(+)E—RCORENARETH-T2, £
T RFGRRR53 DT Tleb E— 7R EE DS /NS 17B-
TANT VA — )L ZF =)V T ATV )L (L%
SYOE—ZRED 1/5 LLF) OWE G4 vk
FTHINTHE R 2 BT LTz, BRVESRAE T T
W E LI 70 — 7 RE NG DAL o T
728 LU R O~ M SR O KR B B A %
FRETLT,
0.5 mmol/L FEfE T > &= N (pHT FEFE)
©0.5 mmol/L FEiE T & =7 LIATR (pHS F )
30.5 mmol/L FflET > & =7 LR (pH9.5 FRET)



@K

®K KL OT =T KOIEHE (1000:1) (pH10 2
J¥)

0.5 mmol/L fREE/KFET =1 AAEHR(pHT.5 T2
J¥)

WRLLT W T e LA E L0000
IFBEIMHO pH IZELT Wb 072 — 27
JENGDNIRIN ST, ZOZEND, BEREA A M
HE DL IR TS TODEHERIE N, Lo
TOQ@IEIAERALLIZ, @b E\ Ve — i
AR, IRWTOO MR O — 27 5 i L7
STz, 72720 @BIFIEAD FFBUEAEEL | JHlE H
DIEE BRI -T2 R ELT-,
@IE@ICe— 7R 1X5 203, HelkiyZe & LTl
ETHIEMA[RE T -7z, UL ELY, b BAFIC
W E %R ETE72©D 0.5 mmol/L fREE/KFET
VRS LNRREBRHE LT, 7235, 0.5 mmol/L X
VIRIEIKFET E=U LRELZ RIFChE— 277
EO EFIIESNT, 10 mmol/L FEMNGIHITK
TSRS JREEIX 0.5 mmol/L &L7,
AR IR B EIFRICIZAY ) — L& T,

2. FRBHRTALE D fET

B REEEE N R ay | TR AXY TR
NREAZ DG TRRRE DIEFERRIC, 3B
XY RN T =R L THIH RIS~
YT D EELTS, AT, Rk~ Ry 72
DFREEZBEL CR=h T LR ERFIL
72
2.1 FVEFINLYIALT I IFNI=HT R
A A AR = 1T D TR

F I BTN INACT YN TNI=TIT L THD
InertSep C18(1000 mg) s NRUAF LTI /7 e
NI BT IV ZTF LTI -N-7 BE L
ULV T NREEI =717 5T % InertSep
SAX/PSA (500 mg/500 mg) 2>HENE T Eh=Fh

27

UV CHS, I LToHE % Table 4 X OF Table 5
\ORLTz, Wb 7 'h=RL 30 mL THEHA
AHE T oz, AI7XT NI I TN I=
NF LD FEINZNIAF LTI 7T e Uiy
VAT T LTI -N-T e v YAkl
ATNEEI =T b2, 7EF=F/L 30
mL T T LW BRGNP REE & 2 bz,
22 ZF VLUV TIV-N-Taet VAL U B A
W= T AT IOk S

JEIE—F T E TR SN TV IEIE I Z
L THDHTTT77ANI—R | =F LTIV -N-
TV INALT U BT IVEEER =71 T AT O
THHEH TR R ET T 628, £T, =F L
VT -N-Tae VI NACS I T NI =TT A
Td% InertSep PSA(1000 mg)Z V7= A S 4k
TOWMMNATRENRFT LT, 7 'R R OANFH
Y OIRIE(1:19)% AW TENERS R KD EI=h
FTUIZAML, TN OFEE BT CIEREHL
TohE % Table 6 (ZnL7z, M IC K EIEDHD
72 Pelr X2 ELZ LI T WS L=, 7 &R
VR OANF U OIRIE(L: DT T RO sk bk
RIEHATRE CTh o7z,
23 7 T7 7 AN =R R=HT A I DNER

T3 7 AN —RI=D1T7 5 ThH% InertSep
GC(300 mg)Z W o A S C OB H A3 AT RED
AT LT, S MES R G HAZ ) — )V TI=H T
LZAM LI, BE =T LV CIE M LIS R
Table 7 (2, 7&F K IANFH U OIRIE(: 1) THA
i IR L7248 % Table 8, 7 Eh=kRJ/L K Xk
IV DIRHR(T :3) CHf, I L7ohE 5% Table
IR LTz, AZ )=V R OWEE=F L ClI— D
7 DR CTEIpm o Tz, 7R K OIAF
DIHE(1: 1) XL 7 =RV K O ML DR
(7:3) CERRMIRHE I RECThH -T2, 7ok, AMRFTT
17 B R=R L K O L DRI EE R 1(7 :3) %



FNTZAS, 2.4 DREFS Tl JBFE—F 0% TIRS
RSN TWET Eh=RL KO ML DR
G:DEHANDZEELT,

24 V577 AN —R )= F LTI -N-F 1t
NIV VAT NFEE = N7 MK D HE

22 KO 23 ODEHERN D, 777 7 A M1 —R
VIZF LTI -N-7a LI NA Y A L
B =17 25T 5 InertSep GC/PSA(500 mg/500
mg)Z VIR S FTRED MR T U T, IR fE e E%
WO U7l (7R kL 35720 | RO 7T =R
=RV 20 mL 207 MCA R LIZ%, I
BT S D IR Uiz, & IE XTS5y
Z7Eh=KJL 20 mL TI=HAT AZAMLIZ%,
TNENT B R OIANFH U DOIRHE(1:1)20 mL
T LIz #E R % Table 10, 7=V K ML
TUOIRHE(3:1)20 mL TR L7265 % Table 11
TR LTz, W LRI Ch ARk 70 OF HHAY AT RE
Tholznd, IV S 058\ T =RV K TR
N DIREQG: DEHWALIEELT, 7B, Tk
F=RL DB I —EBO R D LTz T
Th=RVRH RS B bW 2R iR E L5 1k
tL7z,

2.1 KON 2.4 OWT O FIETHIERA AT RE
BEZOIVEN, 24 1B T L 1 RO TRERLA
ARETHY WG T L2 T2 2.1 JOHIDFE
B2 7kttt ZO T RAERATZEE
L7z, BZLToRBRIE T OB NI W TRERE
ITol=fE 8. 3.3 X0, ESI(+)T—F THIET DAL
TR SR D~ N o 7 AD R A 52 1T TN,
PNEZAEME OEIERIZOFRE 40%LL ETH-
7oloh . NARHEM B IC LA IEA T CERT S
JkklLT=,

3. 2 PERE A ARG R
3.1 R
T R ARRBRIE I E S T LTZ L2 A,

28

ra~ 7T h BICEREYETLE =713 S
Wiphotz,
32 EHE, HTHE R O ENRE

B GHTRE L OV E N E OfE R4 Table
12 1ZRULTz, EEED HEREE(70~120%) K& OV EE
O HIEEMEPHTHEE 30%A0, SENREEE 35% K
)2 7= L7,

F7o, G EEL CHWE 17B-2ANT VA
— J1-2,4,16,16-ds, 17p-T AR AT 112--16,16,17-ds.
TF =)V T ATV F —L-2.4,16,16-ds. BEEAL
VAT )b-dy, AT VT ANAT B -ds, [PHs)-
o-hLrRmy | [PHs]-B-hLrhmy | T A%y
2-4,6.,21,21-ds K OFFREAR B2 T 0y AT mr
~ds DIEIERITNT IS 40% L ETH-72,

3.3 B~ N w7 ADHE ~DF

B2 N> 7 2D E DOV THRETL
7-fEH % Table 13 (2R UT=, WNEIIGRER 21T
DIEIR 100%AH LRI DR L 72~k
U 7 ZAUNIREHEVE R DY R WV IR S 358
— 7 gL Z RO T, ZORER, B — 2RI,
17-T AT VA —/L T 1.01, 17p-TAMAT T
0.65, TF =)L ATV H—/LT 0.98, HEfEAL
VAT =)L T0.63, AF VT ARAT R T0.61,
a-hL U ARE T 0.66, B-FLARB T 0.72, 7%
AR T 0.64, HEEAREX L T RS AT R T
0.66 THo7z, LLEDZENS, KIETIE 17-2A
NIV F— I R TF =)V ARG A — )L LIS D
SRR BAL G LEEL R SR D~ N w7 20§
2T TCNDEEB X IV,

3.4 fREHR O BRI

0.0005~0.005 mg/L D#i[H T ERRE 1ERR L7z,
BERRE 12>0.992 L7220, BIFREMMERSEHH
7
3.5 E B RS

TE B RARE 2 AL IR B G5 -



E =213 SINZ10 ThH-T-,
4. B

2 PR AR SRS | RO T IEIZ O
% et R E LT AR B T (B BRI 0.5 pg/kg) &
L TR Y ThHIEIRENTE,

[2] AFNARVE xR ha—b, VF )L A
FNRZAPE— /)L K INNFERTr—/)V) 5HTiE
1. LC-MS/MS&:- Ot

ERRERIE 9NN TIKRBENIFEIZ 2
mmol/L FFERT & =0 AR A VT8, K
¥ S/N 73 R4F T To/K f OFERE DR (10000
DEEINUTe, BED T MM HOW I OA 7
2T NI ALY F 7L (ODS) FRHH 7 L% b
B RFTLTZ, V= F VAT LR A RE— )L~k
VI AR O EY — 27 O 5 BER AR+ ThoT
12O, THE o FIVEEA L, ODS AT LEIT 5L
%57 Bfe%7:9” CAPCELL CORE ADME(N#E 2.1
mm, & 150 mm, H77£5 2.7 um)Z 3R LT,

2. BRI ER DRt
2.1 =X )= NAFE T CTOZ VI &R
KRS DR

H=

EORRBRIER R OMEFE NTBW T, IRiEER
TESRMICE > TP = F L AF LR A E— LD
[ 2RO T ARSI TD, FRakBRIE Tl
R[4 ) — v e OUKDIRIE9:1) 1% 10 mL
SyERL ., K9 5 mL ECIRUERRME L 721% . K53 i
TEEAT S CODD, I IC L DY =T VAT LR
rr— L DENFEOR FICEETHHERHD,
TR [ ) — VK OKDIRHE9:1) 1% 5
mL 4y BCUIRAE & IR A R EAATO 72D 12,
TH )= VIAE TS HIT DEEFR IR 3 RIZ DT
LLF O FETREL,

29

VIEFIVAF IR A b — LT v ra s iR A
K 25 ng(V=F NATF )L_RAP— /L ELTH 15
ng #82Y4) & O*Hg]-¥ =F L AF )L_ARE— )L 25
ng ZWINLTz=Z ) — /0 K OKDOIRHK(9:1)5 mL
(2 0.1 mol/L FElz 7~ ¥ (pH 5.0)10 mL &
O B-Zra=4—EEHK 100 pL 2Nz, 37CD
KIFIT 60 3 EHRED L MK MRS ZAT T2,
Fo S IREL T, V= F AT LR A — )L
7 nrar AR &K O PH;)-Y = F VAT LR
Aba— L REERIMUTZ=% ) — v R OKD
JRIE(9:1) 10 mL 249 5 mL ECRITEIRAMEL-%.
0.1 mol/L 7~ Ak (pH 5.0)10 mL & O B-
Irn=K—PERiE 100 uL &z, 37°COKE
HC 60 SrHIRED L MK S EAT T2, %
DKy it OVEIRIE, 7. SRBRISTROFH RO IED
7.3 FROBAER TV =T VAT LR A — )L
DEYLFRZ R DT,

ZORER, V2T NATF )RR — L ELTO
FEUXERIL, =& ) — L R OVKOIERR(9:1) % 5 mL
YU A (=4 /) —v 4.5 mL 3577) 194.5%, =
4 )= R OVKOIEH(9:1) 10 mL 24 5 mL £T
WIEEAME LS A4/ — ) 4 mL #£1457) :
93.4% THV, 4.5 mLEEDOTL ) — /LI FE LT
B CdooTh | MKDIRBISDERITITRE2
T NWZEDHER SN, 728, & RITERAT
2 TV CEBEE VW,

2.2 BUKMEAER SDB =7 LK N7/ 7 me
NN IACI T T NR =TT DI IR

A RRBRIEI TR\ TINK A3 R B i 2 A TR
BEICHRPR S R IRAE L 7o t% . 99 IR R
USRI =T D AW RE LA T TOD N,
TS E I R E 2B T D720 | AR iR SO i &
DOFEFFEAEDT LMIEAUIEREITH R G2
REtLTz,

BKHMER)~ —_X—=REHI T L THLVE =



NRB U NE AR LEARI= T A
[Oasis HLB(150 mg/6 mL)] M UV#E 7K 4 2 & fiff
SDB =7 A[EVOLUTE ABN(150 mg/6 mL)](%
BINCHAF Y 5 mL, KB OAY ) — VDRI
(11:9)5 mL & UVK 5 mL THFLIZH D) =%
Abha—)b VT NATF LR AR — L K I
TATE— /LA 0.0125 ng, YT RART— b -d,
[PHg]-¥ =F VAT L_RARE— L INFE AT
m—/b-dy %45 0.0125 pg L7z, KL AZ ) — v
DIRIE(1:9) L OANF Y AN TS EIToT214,
BHZLO FEHIZTI 7Tae v b VB s
JV2=7F IL[Sep-Pak Plus NH2(360 mg)](B55 L
DEEEE T L OAZ ) — )V DIRHE(9:1)5 mL T
Vetd L7cb o) L, Bl —F L L OAZ ) —
JVDIRIEO: 1) TIEH L,

fE$% Table 14 ITRLTz, WO EFEH T L
b YBR[ Sy A% ) — )V DIRE(11:9)5 mL £7-
[IAFH 5 mLI ClREHE T BT L kO
AH ) —)VDIRHE(9: 1)15 mL £TITITIE 90% L1 1
MRS,

RIZ, FOFHRICY =R AR — )L Y TF LA
FINRARA—)L  ~AFTRATO—/)L VT RANO
—/V-ds, [Hs]-¥ =F VAT )L_RARE— )L JL TR
XBATE—/b-dy ZURIU T, . DK R
ISR AR T DG A T o T2,

fE A Table 15 (ZRLTz, #Eb< R w7 ATETE
FCIRBUKMEREAT SDB =47 A[EVOLUTE
ABN (150 mg/6 mL)|Z =555 D 50380 B4t
IRNIEEME RGN, 2B, v Ny
ATEAE F CHONTBER I = F VAT LA
—VD trans KNG cis R~DBMALDI R I
TeZeMn, NEEHE B A VTR IER T 28 &L
T7o F2T7 70V INALT NI =TT A
[Sep-Pak Plus NH2(360 mg)]&4 =354, bk
IR DALY T Lo ar iNREL Aotz

30

L EDRERED | BUKMESHERT SDB I=H7 A
[EVOLUTE ABN(150 mg/6 mL)]& 73 /7 1t /Ly
VAL VA7 VR =717 I[Sep-Pak Plus NH2(360
mg)|DEAEDT ML DERL G AR LT,

3. 2 PR A RS R
3.1 2IRE

T R E ARRBRIEI > TOTLTZEZ A,
ra~ 7T h BICEREYETLE =713 S
Niginote,

3.2 L PTG K OV NG

B TR R VRN R E OfE R4 Table

16 1 ZRLTz, BEED HEAE(70~120%) 5% OV B
O HEEME(BHTHEEE 30%A0, SENREE 35% K
)& 7= L7,
T, WEEYE L L THW Y =R ARE— L -d,
[PHg]-¥ =F NV AF LR AR — )L MA~FE AT
2—/b-dy DEIEETNT IS 40% 20 ETho7z,
3.3 B~ Ny 7 AD R E~D

B~ Ry 7 ZDRE D FEHEIZ OV TRETL
7oAt % Table 17 1R U7z, WSANEINGRERIZH51F
DIEIR 100%AH LRI DI L 72~k
U 7 ZAUNIREHEVR R DY R VIR SR 358
— 7 gL Z RO T, ZORER, B — 2RI,
VIZRANE—/LT 099, VT ILAF LR RA
—/LC 1.04, ~"FEBATT—/LT 096 ThH-oT=,
L EDZENDL, KBTI RO~ Ry 72D
SRR ZTTICRETDIENFREEE
bz,

3.4 fRERR OB

0.125~2.5 pg/L O TR &M EER L7z,
WIERREL 7>0.998 L7eh | BAFR BRI SEHIL
72
3.5 EERS

TR IR 2 RN 7= RNEER A B B
72 —271% SIN=10 ThH-o7,



4. BE

2 VR B AE D | RO HTIEIZ O
Pzt G e LTIk B o iiris: (B EBR AR 0.5 pg/kg) &
LTRY THLZENP RSN,

D. #&#

FOMHARDOAT aA NS HTiEE LT, 30k
BAFH AT 2 R =RV & OB
WaAToT %, V77 7 AN —R [ F LT
VN-T O N INACS ) I S NFEBI =T LT
FEEL | LC-MS/MS CTHliE T2 1EE LT,
Tl AFNAANRUEGHTIEEL T BN =4
— IV R OUKDIRHRO: DTHIHL, p-7 =4
— B TR EEAT -T2 BUKVESAEST SDB
R= AT T I UL A LR
=T L THIL, LC-MS/MS CTHllET 57 E%

MESE LT, 2 A PR RABR & S i L7t R, L

OHMTREEE . SR B ONERIRIME 0 B A A 72
L7ze ZNHDFERNS W OSHTEL EOR
W O o iris GEERRFL 0.5 pg/kg) ELTH
B THHED RSN,

[2% 3CHRk]

1) fih, N5 O Rk FEAE (BT 34 2R
AR 370 5) \THUE T O BRIE “HEE R L AR |
RBRIE”

2) Bolh, I ORIRS L YE (BFn 34 FRAE
ERES 370 ) \[CHUE T HBRIE TR AZ Y
e ONRERG)”

3) Rdh, WINE ORURS ELUE (EFD 34 2244
TR 370 5) ICHUE T ORBRIE Y = F AT
LR AR — LA ER R

4) TR B PR\ B AR T T 4 T U AN A
(ZERDIIHTIER T V=T L AT LR AR — /L

31

BRIk (B/KEEW)

E. BFFe3R

1. FXHER

1) JH3E7, A, SRR RR, TR
—, (PERELGE, R, MLvh, EHEERER)#
2. FRPO2-FAITIN, &FF T
BERW 6-ATFN2-F AT T NG EDHES
1 L O G PEREAM < RRINE G~ 0D 4= P iy HH IRF
DE=H Y THREDTZODSHE. A5
AR HESE 65, 178-184 (2024)

2) BT, R, W, GHRRERE,
PR, MLTh, SEEEBEE. BONES A~
O ARFEFATGHREOE=42Y » TREDT-
HOFRP LIV NEET 7 N S HTED
LIS L OWEREREAN. & A 5 HERE (2025) (in
press)

2. FERER

1) Mwf, MRS, SURHR—ER, TR
—, (FERHEE, REM, MLYE, EHEERER) S
H. FRFPD2FFU TN, 4FFH YT L
BELWY 6-AFIV2-FF 7 T IV HriEDOMESL.
H AR & A a8 120 150 6 6 =
(2024.11.7)

2) @ARTH, A, WEE—, GREEEE,
LR, Mlvs, SHEBEE. AL T 7
4 =T 4= AT EERNEFERPICBIT S L
VIVIIOVERT 7 b D RIFE AR, B AR
B AR 120 BN EERE (2024.11.6)
3) MRS, WS, SRR, R
—, (PEREE, REME, MLVE, EHEERER)
2. BRPDO2-FF TN, &FF TV
BEW 6-2AFN2-F 40T L HHEDREN.
%7 B AAREMEETRIIR T 2y 7 hiRs
(2025.2.14)



F. SR BEME D HIRE - B GRIR DL

L

Table 1. A7 oA NEONIESM:

LC 54
H5 L ACQUITY UPLC BEH C18
(N£E 2.1 mm, £ 100 mm, H7 £ 1.7 um: Waters H)

AR it (mL/min) 0.3

A (L) 5

H17 LR (CC) 40

BHENH A% :0.5 mmol/LIREEIKSET =0 NEIR

Bifi : A%/ — L (LC-MSH)
Vivavl=sg N s
IR (43) A TR (%) 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 &1

HET—R MS/MS, JEIR A A H

AT ALE—R ESI(+ X% —)

AF AT L —EBJENV) 4500 X 1%-4500

b—Z—iEEE(°C) 600

T TAP— A 225, 50 psi
B —TNITA 725 70 psi
aVvar A EE

32




EmAT (), EVEAT 2 (m/z)

TaZ A4 D VA=Y EA N a4 0)
NZ V) R . R R
A ( me) | maaE | ) |
—(eV) —(eV)
T AR
17p-=AN7 271 120 | 145 52 183 56
A —v
17B-T AT VA - B
241616 275 -120 147 52
17B-F ARAT I 289 30 97 27 109 31
17p-FARAT L _ _
616,17 292 30 97 31
TF = 295 120 | 145 54 143 76
TARNTU A —) ) ) )
TF=)v
TARNT VA —)L- 299 -120 147 52 — —
2,4,16,16-ds
(AL
AL AT T— 397 30 337 19 279 27
JL
KEREAL > 7 - B
e 400 30 337 19
AT )L
AL 303 30 97 27 109 37
AT )L
_ _ 2 — —
AL 306 30 97 7
kLR 271 30 253 29 178 65
[Hs)- 276 30 258 29 — —
a-hLrRmy
B-hL R 271 30 253 29 178 65
PHS]T 276 30 258 29 — —
B-RLohmy
FRA A 393 30 373 13 355 17
T XY RAE B B
462121, 397 30 377 13
FEfE AR T
RSN 387 30 327 19 123 49
FEfE AR T
o s, e 1 - —
AT e 393 30 330 9
(- (min) 17B-TANT VA —/L 6.3, 17p-TARATEL 6.9 |

TF =)L ANTTUA—IL 6.5,
HEERAL VP AT 10—/ 92, AT )LTARNAT Y 7.7,

o-FL R 59, B-hLriRmy 53, FHRYAZ L 5.0,
HEfig AR 020y 7 07 A7 11 9.0
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fr

=

i
1
!
1
1
!
1
1

!

i
| #EH10g
t

~FH T ER=RL 50 mL L OAFH s 50 mL 2 A ARED AKX
WK HREE T R L 20 g N REDF AR

3500 r/min "C 5 57 il 0055 B

FEEE T, TRz A

7Er=RIL S0 mL A BT T AR

3500 r/min "C 5 57 il 055 B

Hike Sl

A A CTER= N/ T 100 mL IZEZR

V77 A =R F L VT I -N-TREA LIV AP AREI =0T 2

[[InertSep GC/PSA(500 mg/500 mg/6 mL)]|

!
!
!

TEh=R’)L 5mL Cars 1 a=
R 20 mL Z 73 A (VA iR 2 B30
TEr=RFIL KOV DIEHR(3:1)10 mL T H (IR ik 2 £ B

5 e B )

!

B % K e AR ) — )L DR (1:1)1 mL |Z iR

Fig 1.

AT A FEGHETZ r—TF v —F
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Table2. AF/L_UFFORIESAM: (Triple Quad 5500 K 8 Triple Quad 6500+)
LC &4
VI CAPCELL CORE ADME
(N£E 2.1 mm, £ 150 mm, K72 7£8 2.7 um
C KPR — 4 i)
B8 )it (mL/min) 0.4
e =T 5
H17 LiEE(CC) 40
B EhH AL : K B OVEERA 7R 1#%(10000: 1)
Bik: 7 Eh=RrJ/L
Vivavl=sg N s
IR (47) A R (%) B % (%)
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 A
W EE—R MS/MS, JEIR A A H
AFAbE—R ESI(—)
AT AT L —EBENV) -4500
b—&—il £ (°C) 600
T TAP—ITA 22, 70 psi
B —TNITA 725 70 psi
aYDaL A A =%
EEmAT (mz), EMEAA L (n/z)
Triple Quad 5500
TaL MM F D | TaFIMF Q)
SYh—i— | Dp (E%ﬁﬁ})\” : (Eﬁﬁﬁ}):\\ :
sy V) = )\/5< :1)‘/5/\\
(m/z) TRV (m/z) TRV
—(eV) —(eV)
YR ARa—/L 265 -80 93 -40 236 226
VI RANE— )L -dg 271 -80 94 -40 — —
TTTF )
AT AL 267 -75 222 -42 237 -34
[*Hg)-v=F /v
R LA L 275 -75 245 -40 — —
~FEATO—)L 269 -60 134 22 119 -50
~FEATFT— L 73 65 136 22 — —
ds
Triple Quad 6500+
T oA D | TaLIMAF D
SYh—4— | Dp (ﬁ%ﬁﬁl) __ (ﬁﬁﬁﬁ? __
tr | W Vs 2y
(m/z) TRV (m/z) T RILFE
—(eV) —(eV)
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T RARE— /L 265 -100 93 -40 236 -26
DT R AT — /L -d, 271 -100 94 40 — —
T
AT AL 267 -95 222 -42 237 -34
[PHg)->=F /L
AT A 275 95 | 245 -40
ANFEATE—)L 269 -80 134 -22 119 -50
~FtEATa—)l- )73 85 136 -22 — —
da
PRFFIRE ] (min) P pAhE—)L 3.6, VTFILAF LA E—)L 3.5,

ANHEATE—)L 3.6
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Table3. AF/L_UHHORIESRM (Xevo TQ-XS)

LC &4
CAPCELL CORE ADME
T I (N£E 2.1 mm, £ 150 mm, B2 7£8 2.7 um
N A Y

AR it s (mL/min) 0.4

e =T 5

H17 LiEE(CC) 40

AR 7K M OVEERZ O 7R #% (10000 1)
o Bi&: 7 ®h=KJL
EfE(57) A R (%) B & (%)

0.0 50 50
6.0 50 50

Vavava==g S Jid 6.01 5 95
9.0 5 95
9.01 50 50
12.0 50 50

MS A

P EE—R MS/MS, E&RA A Fik H

AT ALE—R ESI(—)

Xy ZYEE(V) 1500

V) — IR (°C) 150

i L FEE (°C) 600

a—2H & 2234 150 L/hr

PRI AT A %3, 1100 L/hr

aJar A %= 4

TEEmAT Y (mz), TMHEAZ 2 (m/z)

TaLIAF LD | TaEIF Q)
3 ::1‘__‘\\/ P = ;—'—n
St | (/Iligﬁ_ﬁﬁ\)v : (mﬁﬁﬁ?v :
puny GRS ayg =4 NEVS
V) (mfz) | =xILF (m/z) T XILE
—(eV) —(eV)
TR AT —/)L 265 48 93 26 236 20
TV R ANa—/b-d 271 48 94 26 — -
YT )
AT LA 267 48 222 32 237 30
[’Hg)-v=F /v
AT LA 275 48 245 30
NFERATa—) 269 34 134 16 119 34
ANFERTE—)l-d, 273 34 136 16 — —

PrRFFIF[H] (min)

VERAMT—/L 39, VT ILATF LR ARE—/L 3.9,
~FEATE—)L 4.0
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i

| #EH10g
o
| =H =V R OUKDRHE9: 1)50 mL 2 N2 AT F AR
1 3500 r/min "C 5 5[5z 0o Bife
| AR
| =H =V OUKDRHE9: 1)30 mL 2 N2 AT F AR
1 3500 r/min "C 5 4y Loy B
| A
| AilEE DT T ) — )V R UVKOIEH(9:1)7T 100 mL IZER

1 %E!ﬂtt'.«ﬁz% 5 mL 4y Bt
¢ 0.1 mol/L FEfig 7R 2R (pH 5.0)10 mL K& U8 p-7' V=4 —V¥Eik 100 pL %
L Nz 37 COKRIEH T 60 ffeED
Bk L&A SDB 2=%7 2 [EVOLUTE ABN(150 mg/6 mL)]|
| A% /= 5mL, K 10mL Tars4a=r7
BOSR A EN
7K 5 mL Ty
KK OAZ ) — L DEHR(11:9)5 mL T
Sy TR 5|
~FH 5 mL TG
| 15 H%s|
77 B LSV AEL A V=515 L[ Sep-Pak Plus NH2(360 mg)]|
| HER=TF VR OAY /— LV DIRHR9:1)5 mL Tar s 4a=r7
| [EVOLUTE ABN(150 mg/6 mL)]® F|Z[Sep-Pak Plus NH2(360 mg)] & #% ¢
| EER—T VR OAK ) — L DIRHR(9:1)15 mL T H (RVE R 2R ED
A AR 22)
! ﬁ%i‘%@@k&oﬁ/»—zmwﬁz(1 D1 mL [ Z¥Af#

— = — —

Fig2. AFNA_UHEOGHET7 v —F ¥ — b
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Table 4. T 75T NIV VATNI=T1T7 MIPHLOIERHVRIN(%) (AT v A RHH)

InertSep C18 7Ehr=RV
1000 mg 0-20 mL 20-30 mL At
17B-= ANV — L 91 6 97
17B-T APAT 1 93 6 99
TF = VT AT F—)L 89 4 93
HEfR AL L7 AT — )L 90 5 95
AF LT ARAT T 87 5 92
a-hLrRmy 91 4 95
B-hL R 96 5 101
TXYRAE 106 5 111
W AR o2 7 i 251y 97 5 102

FAEPE: 7 Eh=FL S5mL, fiE: % 0.5 ug

Table 5. KIAF LT /7o’ /L UNALS U7 IV 2TF LTI -N-7ae )L AL U7 v
FEI=IT7 LD EIRIN(%) (AT v A REH)

InertSep SAX/PSA 7eh=krIL
500 mg/500 mg 0-20 mL 20-30 mL B
17B-= ATV F—)b 84 15 99
17p-T ARAT 86 9 95
ITF =)V AT F—) 84 14 98
WEBR AL L7 AT 11— )L 90 7 97
AT VT ARNAT T 85 7 92
o-hL Ry 85 8 93
B-FL R 91 9 100
TR AL 83 17 100
W AR oy 7 a2 my 93 8 101

Tl LR 7R R =RL S mL, B 4 0.5 pg

Table 6. =F LT -N-7"at /L UNALI Y BN =T 2O IR I(%) (AT a1 R¥E)
InertSep PSA T/ BN DRI
1:19 1:9 1:4 3:7 2:3 1:1 &Rt

1000 mg 10mL 10mL 10mL 10mL 10mL 10mL
7B AT A — b 0 0 0 79 0 0 89
17p-F A AT T 0 24 71 2 0 0 97
TF LT AN UL 0 0 0 92 4 0 9
BERE AL+ 77 AT 0— L 1 76 2 0 0 0 79
AT LT ANAT 1L 0 92 6 1 0 0 99
PRSP 0 0 80 4 1 0 85
B-rLom 0 0 100 3 1 0 104
T X AL 0 0 0 0 11 63 74
HERE AR s 7 /F 271 0 101 4 1 0 0 106

TG ~F o SmL, &4 0.1 pg
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Table 7. 7777 ANI—R =0T LD (%) (AT oA KEH)

InertSep GC ALY ) —)v FEEE —F 1
300 mg 05mL 5i0mL odoml 1020  20-30  &EF
mL mL
17B-TANT VA —)L 0 0 0 0 0 0
17p-T ARAT 0 0 83 19 1 103
ITF =)V AT —)b 0 0 14 0 0 14
e AL o AT 11— )L 0 0 96 0 0 96
AF VT ARAT EHY 0 0 111 0 0 111
RN = 3 39 59 0 0 101
B-FL R 0 0 103 0 0 103
T XY AL 0 9 57 7 5 78
W AR a2 7 0k 251 0 0 99 0 0 99
T A% /—L 5 mL, i 45 0.25 pg
Table8. 7777 ANI—R =BT L0ELOEHRILN%) (AT mA FHH)
InertSep GC TR RO DOIRE (1:1) 2st
300 mg 0-10 mL 10-20mL  20-30 mL a
17p-=ANT A — 1 86 2 0 88
17p-T ARAT 101 0 0 101
TF =T ATV — L 90 0 0 90
HERR AL 7 AT m— )L 100 0 0 100
AF VT ARAT B 101 0 0 101
a-hL o Rmy 95 0 0 95
B-hLrhmy 88 0 0 88
T X AL 86 0 0 86
g AR oy 7 /7 27 104 0 0 104
FAETE: T 2R B O Y U OJRIR (1:1) S mL, #E58E: 4% 0.1 pg
Table9. 7777 ARI—RI=HTEDLORHRI(%) (AT 1A K¥H)
InertSep GC T r=hL K OV DR (7:3) e
300 mg 0-10 mL 10-20mL  20-30 mL o
17B-= ATV — 1 97 0 0 97
17p-T ARAT 101 2 0 103
TF =)V ANT VAL 90 0 0 90
HERR AL 7 AT m— )L 89 1 0 90
AF VT ARNAT B 97 1 0 98
a-hL o Rmy 96 1 0 97
B-FL R 92 1 0 93
T X AL 117 0 0 117
HERE AR s /i 270 100 1 0 101

FARUEE 72 =RV R O L= DIRHE (7:3) 5 mL, fH3E 45 0.1 pg
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Table 10. 7777 A I —R/mF LTI N-Fa L LU NAL Y DA NFEEI =TT L HDOTEH
RI(%) (AT A FEE)

_ TR K OANFY D
InertSep GC/PSA 7'hr=RL B (1:1) o

500 mg/500 mg 20 mL 0-10 mL 10-20 mL
17B-=ARNT U — )L 0 85 0 85
17B-7 ARAT T 0 87 1 88
TF =)V AT A —)L 10 73 0 83
HEBR AL 7 AT a— )L 0 87 0 87
AF )T ANAT O 0 88 0 88
a-hLrRmy 37 50 0 87
B-hLrRm 4 87 0 91
TR AL 5 52 26 83
HEig AR ey 7 0 A7y 0 87 0 87

FAEGEE: 7 Eh=F/L 5mL, i % 0.05 pg

Table 11. 2757 7 A MNI—R)TF L DT I -N-FRE NI IA Y I AFEEI =T 5 LIHOE H
WK(%) (A7 mA RH)

T =R KR

InertSep GC/PSA V= V% D e

1RHE (3:1) s
500 mg/500 mg 20 mL 0-10 mL 10-20 mL

17p-= AT VA — )b 0 80 0 80
17B-T ARAT T 0 95 0 95
TF =T ATV —L 30 63 0 93
HEBR AL L7 AT m— )b 0 97 0 97
AF VT ARAT B 1 91 0 92
a-hL Ry 93 1 0 94
B-FL R 13 76 0 89
T X AL 14 63 1 78
g AR oy 7 /7 27 1 94 0 95

PG 7 =R 5 mL, &4 0.05 ug
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Table 12.1 17B-TANT VA — /L DOEFE TR FE Jo OV N ks e
VRN 2 ) OF1T =N
i e AR (1 g/ke) FE | R i e
(ug/kg) AT IEE |28 B8 | 38H | 488 | 588 | &%y (%) %) %)
1[5l H 0.533 0.478 0. 498 0. 425 0.474
0.5 0.484 96. 8 2.4 7.6
AEINE| 0.542 0.462 0. 486 0. 452 0. 488
Table 12.2  17B-7 ANAT T DELEE | HHATRE HE J OV RS
AN . -1 DFT =N
s B (1 g/ke) T i e o i
(ug/kg) RAT IBEE | 288 | 38H | 488 | 588 | &£%F¥®% %) %) (%)
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
Table 12.3 TF =)V TANTIF — VOB TR EE K VSN K
i N Ty DET =N
e HEME (u g/ke) Y i P
(1 g/ke) #47 | LHB | 268 | 38B |48 B | 5HA | &%y (%) (%) (%)
1[5l H 0. 484 0. 496 0.436 0.413 0. 390
0.5 0. 445 89.1 7.4 13.2
2[0 B 0.570 0. 440 0.422 0.417 0. 384
Table 12.4 AL 7 AT 10— )L DEE | T E N VBN E
o N 23] BT =N
i HIEAE (n g/kg) i o i o i
(ug/kg) 2T IHE | 2AH | 3HA | 4R B | 5HEB | &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/r1 H 0. 486 0. 482 0.493 0.475 0. 506
Table 12.5 AF /LT ARAT O DB TR EE & OVER NS
AN . -1 DFT =N
s B (1 g/ke) T i e o i
(ug/kg) RAT IBEE | 288 | 38H | 488 | 588 | &£%F¥% %) %) (%)
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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Table 12.6 o-FL 2RO DOEE R TREE K OV PN kS EE
R _ %) OFAT EG)
i W EME (1 g/kg) v .
e i nerss ENES i i
(ug/ke) | 347 | 188 | 2688 | 3B | 488 | 588 | 27y (%) (%) %)
1[5 H 0.463 0. 486 0.493 0. 482 0.513
0.5 0.492 98. 4 3.8 3.8
2l71 B 0.520 0.474 0.502 0.476 0.510
Table 12.7 B-hLr R OEE  JHTREE &K OE NI
I . R3] BEfT =N
‘ WEME (1 g/kg) v .
e i nerss e 5 5
(ng/ke) | 347 | 1BH | 268 | 3AB | 488 | 588 | 278 (%) (%) (%)
1[5 H 0.520 0.504 0.490 0. 492 0.500
0.5 0.494 98. 8 2.3 3.0
2[a] H 0.510 0. 480 0. 486 0.475 0. 483
Table 12.8 XV AX U DOEFE  GH TR EE & OV RS B
wn e E2%) OFAT =N
£ WA (1 g/ke) v .
e i nerss EES i i i
(ug/kg) 17 IHE | 2AH | 3HA | 408 | 5HE | &Y %) %) (%)
1[5 H 0. 480 0. 466 0.531 0. 498 0. 457
0.5 0. 490 97.9 1.6 5.5
2[01 B 0. 482 0. 489 0.528 0.501 0. 464
Table 12.9 FifiEAR a7y 2500 OEE TR E K NS PRSE
R i %) OFAT EG)
i W EME (1 g/kg) v .
e i nerss ENES i W
(ug/ke) | 347 | 188 | 2088 | 3B | 488 | 588 | 27y (%) (%) (%)
1[5 H 0.476 0.439 0.467 0. 467 0. 482
0.5 0. 465 92.9 1.8 3.8
2l71 B 0. 455 0. 444 0. 460 0. 462 0. 495
Table 13. KB~ N7 ZAOWE~DEE (AT v A FH)
R i TERA | HEE | Fmpg | el i N R ——
No AR B8 (ugkg) (ppnﬁ ﬁ:/@ (ﬁi) %#an;g - ::fvax;inzmﬁiz — ,ga;ti,e/& — rz—g—gi% L]
1 ]7[3—11[\597}'—» ES0Y1o] 0.5 —_ 0.5 0.001 ki 0 9888 9820 9854 10215 9331 9773 1.01
2 17[3—7_'7\#17_%3‘/ S DHA 0.5 — 0.5 0.001 ki 0 435503 | 429753 | 432628 | 669636 | 654218 | 661927 0.65
3 |ITFZIAIRNSTH—IL EX0Y 1) 0.5 — 0.5 0.001 ki 0 5371 5468 5420 5214 5817 5516 0.98
4 |EFERAL VSR TE—IL S DA 0.5 0.001 0.5 0.001 ki 0 272177 | 252680 | 262429 | 424344 | 415316 | 419830 0.63
5 [AFITFRLRTOY EX0Y 1) 0.5 —_ 0.5 0.001 ki 0 240014 | 224851 | 232433 | 388172 | 378709 | 383441 0.61
6 |o-kLROr EX0Y 1] 0.5 —_ 0.5 0.001 ki 0 337608 | 323479 | 330544 | 499522 | 498959 | 499241 0.66
7 |B-kLREY E30Y 1] 0.5 0.002 0.5 0.001 ki 0 158242 | 156060 | 157151 | 214630 | 220388 | 217509 0.72
8 |TXHAEYY E30Y 1] 0.5 0.001 0.5 0.001 it 0 12547 12123 12335 20450 18297 19374 0.64
9 |[EEARDFITOSZRTOY |FDOHA 0.5 — 0.5 0.001 kit 0 231024 | 234715 | 232870 | 360658 | 348484 | 354571 0.66

*1 RMENRGERI <& 1 HEURE100%48 BIREITEDESIT. TV VM OBRBRABRTHRLRERR (TR IR BMBERR) RCBE CTRARUARERR (BRRERR 21587 5.
*2 MUY RFMBER R R CEERERROIAICKEIC2E L ERIE LR LFHET 2. (BEITECTRBEAZTS.)

*3 TIUVITE—IARHONIIGAICIE, IRV IRBMBEBEDEE TS I EEELIVEZAL S,
BIEHBR LB OISV VRAMORBRBREAVTRANT S,

*4 NI R

*5 IEUYORFMBERROBEBEBR RIS T HE—VER (REHS) OLLERDD,
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REWRIn< T T L

75k

CTM-060-7-070-E37

7.27145.0-
| Area: N/A, Height: NA RT: NiA min

160
150
40

120
120

Tntensity

i
N

Time. min

55 56 57 58 59 60 61 62 63 64 65

NS

CTM-060-8+-008- EST 2717145 (Quality Control] 271.27145.0- D-1A
min

|Area: 44918, Height: 5244, RT: 629,
5000
4500
4000
3500

3000

Tntensity

2500

2000

1500

1000

500

0

N

55 56 57 58 59 60 61 62 63 64 65
Time. min

FEHE 7% (0.001 mg/L)

0.007-004"

— 727 145.0-D.
|Area: 63013, Height: 7457, RT: 6.29 min
7500

7000
6500
6000
5500
5000
4500
4000
3500
3000
2500
2000
1500
1000
500
0

Tntensity

N

T IRREO N R HERE (0.01 mg/L)

CTH-060-7-070- ESTd4275/147 (Unknawn) 275 27 T47.0-D:

0/ 72
\Area: 379919, Height: 45657, RT- 6. 24 min

4504

4084

25ed

30et

2584

Intensity

2084

1564

10e4

VRINFBE D RS ) BT (0.01 mg/L)

\Area: 453091, Height: 53836, RT- 623,

Tntensity

0.0e0

CTH-060-5+-008 - E5Td4275/147 (Qualily Control) 27521 147.0~ - Analyst DatalProjects 00 FiSDataDateSTEZ0T17 2 4 Wi (samp.
min

FEHEPA(0.001 mg/L) D NAZ #E) BT (0.01

[0-007-004—
|Area: 640430, Height: 78077 RT: 6.23 min

27747.0-D1A 7 7Z: )

Tntensity
|3

0e0 4

Fig3.1 17B-T=ANT VA —/L D SRM 71~ h7 T A(m/z 271—145)

INPEE 0.5 pg/kg
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ATV

CTM-060-7-070- TES 289797 9.2/97.0- D-1A: ojocts (00| 7.2 4 wif 2
|Area: N/A. Height: NIA. RT- N/A mi
11000
10000
9000
8000
7000

6000

Tnlensty

5000

4000

3000

2000

1000

0
57 58 59 60 61 62 63 64 65 66 67 68 69 70 71 72 73 74 75 76
Time, min

7'7Vﬁuiﬁ*+®ﬂﬂ$ﬁﬁ%ﬁ(0 01 mg/L)

CTH-060-7-010- TESd3292/37 (Unknawn) 252 2797.0-
\Area: 12624080, Height: 1625745, RT: 6.89 min

1625
15¢5
1485
13¢5
12e5
11e8

Tniensity

58 59 60 61 62 63 64 65 66 67 68 69 70 3

77 78 78 80 &1

Time, min

IR S

CTH-060-8+ 008~ ty Control) 299 27970 rojects
\Area: 1446439, Height 196223, RT: 6.92.min

[
|

N
N

Tiensity
g

57 58 59 60 61 62 63 64 65 65 67 68 69 70 71 72 73 74 75 76 77 78 79 80 &1
Time, min

FEHE Y2 (0.001 mg/L)

97,
[ 2155317 Height: 295030, RT- o

2865
2665
2465
2265
2065
1855
1625
1485

Tntensity

12¢5
1.0¢5
8.0e4
6.0e4
408t
208
0.0e0

57 58 59 B0 61 62 63 64 65 €6 67 68 €3 70 71 72 73 74 75 76 77 78 79 20 81
Time. min

IR D AR HEY) ' (0.01 mg/L)

CTM-060-5 trol) 29227970
Area: 11573&21 Hoight: 1641574, RT- 6. 89min

1625
1566
1488
1368
12e5
11e8
1065
.0e5
805
7.0e5
6.0e5
5065
40e5

Tntensity

57 5% 59 60 61 62 63 64 65 66 67 68 69
Time, min

PEEY % (0.001 mg/L)ODIj*JFfﬁfF@’?”(O 01 mg/L)

0.007-00%- TESd3292/97{Standard) 292.2797.0-
|Area: 17438367, Height: 2215471, RT: 6.89min
2266
2066
1.8e5
165
1.4e5

1285

Intensiy

1.0e8

8.0e5

6.0e5

4065

2065

0.0e0

57 58 59 60 61 62 63 64 65 66 67

68 69 70

73 74 75 76 77 78 79 80 81

Time, min

Fig3.2 17B-7AMAT D SRM 70~ ~7T A(m/z 289—97)

IR 0.5 pg/kg
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7T Rk 77 RO NEHEY)E (0.01 mg/L)

CTH-060-7-070- EEST 5527 1450~

CTH-T6T- 9.2/ T47.0-. octs
| Area: NiA. Height: NAA RT-NiA min \Area: 295070, Height: 35428, RT: 6.45 min
35ed
3000 et
2500 254
Lo 5 208
= 1 o sed
1000 \L 10e2
00 503
. 0.0e0 |
58 53 60 61 62 63 64 65 66 6 68 69 0 1 2
Time, min

NI IINEE O AR MEY B (0.01 mg/L)

(Quality 1] 299 277147.0-D-1A 72 Awill (52—
\Area: 246783, Height: 4732, RT- 6.4 min

500
3000
2500

2000

Intensity
Tntensiy,

1500

1000
500
o i T
52 59 60 61 62 63 64 65 66 67 68 69 70 71 72
Time, min

FEHEYR 2 (0.001 mg/L) FEYEYR2(0.001 mg/L) D NAEHEEL (0.01 mg/L)

0.007-004- 9527 145.0-D- VA et i0L 77w ]
|Area: 42852, Height: 5491, RT: 649 min

(Standard) 299.27 1470 ojects 00 7Z: 7
|Area: 481643, Height: 58672, AT: 6.44 min

5500
5000
4500
4000
3500

3000

Intensiy

Intensity

2500
2000
1500
1000

500

0

Fig3.3 =F =)L AT F— /)LD SRM 70~ T L(m/z 295—145)
IR 0.5 pg/kg
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TRk 77 7RO HEY) L (0.01 mg/L)

CTH-IGT 7010 AT 0 97273372~ octs 0L 7Z- ) CTH-060-7-070 273370 e 0] 77 g
\Area: NiA, Height: N AT \Area: 9698183, Height: 1596900 AT- 9,17 min
2400 1566
2200 14e6
2000 1366
1266
1200
11¢6
1600 1068
5 1400 5 9065
2 ]
] g 8
= = 70
1000 o5
200 50¢5
50 4065
3065
00
2065
200 1065
0 00e0
8k €6 €8 £ 9z ok 9% B 160 &s 3 88 90 92 96 98 100
Time, min Time, min

NI IINEE O AR MEY E(0.01 mg/L)

H-050-8+ 008~ MSA 3977337 (Qualily Control) 39727337 0/ = CTH-060-F+-008 - HSAd3 #0733 (Qualily Control) #0027 3370 7 7T A e
(oo 557575 gt 1S Y T8 \rea: 11014117 Height: 1764607, FT- 3,16 min
f :: 1766
e 1665
1765 1565
16¢5 145
1565 1366
1485 1266
13¢5 1165
1265 1006
z  1les z
5108 2 80
EREY = e
oot 7065
o 605
60t 50e5
50¢4 4005
40et 205
; z 2065
o 1065
b 84 36 ) ) 98 100 o 84 85 88 88 e 00
Time, min

FEHEYR R (0.001 mg/L) FE HE VS (0.001 mg/L) o PN A% HE '?”(0 01 mg/L)

O.007-004- HSA 3377337 (Standard) 397273372 D\ 1A 7 y [TO0T 57 WA G057 (Sdard] A0 27337 0D T 7Z
\Arca: 1973562. Hoight- 317611, RT: 3 18 min \Area: 16554931 Height: 2677492 RIT- 9,16

o 2605

285 2466

26e5 2265

2465 20e6

22e5 1866

20¢5 Lo

1.8e5
z z
g 1655 g 14e6
= 125 = 126

1265 106

1.0e5 8.0e5

8.0e4 605

6.0e4

4005
404
20e5
20e
0.0e0 L G 0.0e0 o T
5 g B3 50 52 5% 35 3 160 &4 88 88 0 92 4 98 o8 00
Time, min Time, min

Fig3.4 [EfEAL 7 A7 80— /LD SRM 70~ hJZ 5(m/z 397—337)
IR EE 0.5 ng/kg
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ATV

CTH- 0607 -070-MeTE:

3800

3000

2500

2000

Tntensiy

1500

1000

500

0

303 2797.0- DA act Z

|Area: /A, Height: NA, RT-NAA min

IR S

CTHET

1585
1.4e5
13¢5
12¢5
1.1e5

Tiensiy
3

Ty Control) 303 2797.0-D ects Z

|Area: 570841, Hetgm‘ 154539, RT- 7.71 min
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272530~

CTH-060-7-010-aTRN277/

\Area: N/A. Height- Ni&RT: NiA min
3500
2000

2500

2000

Tntensity

1500

1000

500

45 47 4B 43 50 51 52 53 54 55 56 57 58

Time, min

53

60

61

62 63

624

65

65

s nECE

CTH-060-8+-008-, ontrol) 271 27253 0~

Area: 846540, Height: 98551, RT-5 % min
1.0e5

9.0e4
8084
7.0e4
604

5084

Intensity

40e4

30ed

2084

1.0e4

0.0e0

7.2 4wiff (sampl__

4B 47 48 49 50 51 52 53 5& 55 56 57 58

Time. min

63

64

65

3

FEHE Y2 (0.001 mg/L)

0.007-004- aTRNZ7f/253{5[anda’d)27f 27253.0-D-
|Area: 1132718, Height: 134461, RT-5.

13¢5
12e5
1165
1.0e5
9.0e4
804
7.0e4

Intensity

6.0e¢
5084
40e4
20e4
2064
1.0e4

0.0e0

45 47 48 43 50 51 52 53 54 55 56 57 58

Time. min

59

60

61

62

63

64

65

66

7“7‘/7@@‘7{‘4@?%‘54@%’?’;(0 01 mg/L)

CTH-060-7-070-aTRNS 276725
\Area: 3663510, Height: £40910, RT: 5.88min

527258 7] 7Z: 9
7065
6.5e5
6065
5.5e5
505
4.5eb
4065
35eb
305
25eb
20¢5
1.5e5
105
5.0et
0060

Trtensiy

46 47 48 49 5D 51 52 52 54 55 56 57

Time. min

5% 59 60 61 62 63 64 €5 66

IR O NAEYEYE (0.01 mg/L)

CTHET

|area: 3737151_ Height: 454150, AT 5 87 min

“ontrol) 27627257 rojects 0 7Z Awif (5

7e5

6e5

565

485

Trtensiy

%5

45 47 48 43 50 51 52 53 54 55 56 57 58

Time, min

53 60 61 62 63 64 65 66

FEE % (0.001 mg/L)O) A T '?”(0 01 mg/L)

ﬂ 007 aﬂ4 afRN.f527S/25(l(S{andhnilz7s 272582
Height 628841 RT-5,

1.0e5

9.0e5

20e5

6.0e5

50e5

Tiensiy

4065

30e5

2065

1.0e5

0.0e0

53 54 55 56 57 58 59 60 61 62 63 64 65 66
Time, min

46 47 48 45 5D 51 52

Fig3.6 o-hL- > ARar® SRM 7~ h7'J M(m/z 271—253)

IR 0.5 ng/kg
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Fig3.7 B-FL o Rurd SRM Zr~h7'J A(m/z 271—-253)

IR EE 0.5 ng/kg
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VRN 0.5 pg/kg
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VxR AR — VIR HERS7(0.25 pg/L)

STI241212_1_010 Smooth(Mn,1x2)

0.00025_2
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33344 363377

F1:MRM of 2 channels ES-

265.098 > 93.019
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452 477
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VT NVAF AN A — VR HETA R (0.25 pg/L)
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F2:MRM of 3 channels ES-

0.00025_2 267.108>222.106
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65217.79
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s
o ; 4 T r Y r f y " P min
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~F AT E— AR HERR(0.25 pg/L)
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T T T T T T 7 f T T T = min
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Fig4.
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%]
o Y f T T
275 300 325 350 3.75

STI241212_1_004 Smooth(Mn,1x2)

F3:MRM of 2 channels £S-
000025 260.128 > 134.059
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TIZRANE— /U (m/z 265—93), ¥V TTF VAT )LRANE— )V (m/z 267—222)

K OANF AT T—/1(m/z 269—134)D SRM 71~ 7" I
F2:2 mmol/L WEFRT & =0 DRI O 7 ERh=RJ /L (1:1)
A7 7K K OVWERE DR HR(10000: 1) 2 N7 B h=RU 1 (1:1)
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Table 14.1 JE =L~ P N-E=AERIRIEESERI=ITL LN
T NN INALL I TN = T T DB OEEHIRIL(%)

. . K OAS ) — )1 W= F L IR
HLB(1 L o . ol .
Oasis HLB(1S0 mg/o mL)R T 0 meiioy 0 omigony ot
Sep-Pak Plus NH2(360 mg) 0-5mL 0-5mL 0-10mL  10-15mL
. =G 0 0 86 0 86
D RAME— )L
YEARARR =) 2 A H 0 0 95 0 95
] \ =G 0 0 98 0 98
NP Y LA LA — )
SETNAFTASARI 0 0 100 0 100
TEE 0 0 102 0 102
x5 —/v
NHEATH 2 [ H 0 0 97 0 97
Table 14.2 FH/KMEFAER SDB =7 LK QT /70 /L UNAGS IR T IR =TT LD
TEHRIL(%) (AT ILHH)
K ORAE ) — ) WEfE T L g R
EVOLUTE ABN(150 mg/6 mL o v v .
(150 mg/6 mL) X UF DIRIE(11:9) il A5 )— LV OIRIEO:1) | Eab
Sep-Pak Plus NH2(360 mg) 0-5mL 0-5mL 0-10mL  10-15mL
. EE 0 0 90 4 94
< QA — )
YEARARR ) 2 [l E 0 0 87 7 94
. \ EE 0 0 94 3 97
S LA LA — )
VT I)VAF )R A —) > A 0 0 29 5 94
TEE 0 0 102 4 106
AT ue—/
NXRATH 2 [ H 0 0 90 6 96

Table 15.1 JE=L_UPBUNE=AERYRVIEFEESERI=IT LN

T 70 N INAT I N =TT 2 DT B P O TN EGGRERES B (A F L 8H)

Oasis HLB(150 mg/6 mL) % O®

Sep-Pak Plus NH2(360 mg)

PR BRI R (%)

~ Ry A

AMENRER (%)

~ K)o A <R ) 7RG

VI RART— )L

JITF AT )R A — )L

~FEATE— L

Table 15.2 BiAKMILERM SDBI= AT LK T3Pt /)L U AL Y BT VI =hT A% -

A1 T OBSINIEGRERAE R (R F /L~ 3H)

EVOLUTE ABN(150 mg/6 mL)%
[6)

Sep-Pak Plus NH2(360 mg)

PERTER R (%)

~ Ry 2 fiE

AMELER (%)

~ Ny I3 < )y 72

T RAR— )L

98

TN AF LR AT — )L

97

ANFXEBATI—)L

105




Table 16.1 YT RANa— ) LOEJE TR K OB NS E

wn il f K Sy PEAT =W

i W E A (u g/kg) R ¥ .

(ug/keg) #_AT IHH | 288 | 3AE | 4B H | 5B A | &Y %) (%) (%)
1EE | 0.516 | 0.470 | 0.457 | 0.504 | 0.520

0.5 0.491 98.3 2.1 5.9
2B H | 0.513 | 0.448 | 0.474 | 0.489 | 0.522

Table 16.2 Y TF ILAFIL_RARa—)LOEFE TR E Kk ONE NS E

whn W K ) PEAT e

(ug/kg) AT I1HE | 2B | 3HA | 4R B | 5HE | &% (%) (%) (%)
1EH | 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

Table 16.3 ~XtBATo—/LOEFE (T &L OSSR NKEE

S . TH | BT | =

. HEME (u g/ke) i 22 A vl

(ug/kg) #A1F | 1FB | 2688 | 3HA | 4HE | 5HA | &£FY %) %) %)
1[5l H 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

Table 17 #EH~< R > 7 2D TE ~D 55

- . e | BRI E—VmEH(ES)?
No.|  ammEiEAn HHA BERR | BEM | FMRE | oo [HaRE | o, .| SPUYsAREERE AR Eomm| W%
(ugkg) | (ppm) | (pg/ke) o I35 A
(ugll) | BEDHI n=1 n=2 E25] n=1 n=2 g | (@I
1 [zHRARbO—)L E0) 15 0.5 —_ 0.5 0.25 it g 0 86446 89566 88006 88363 89012 88688 0.99
2 |CIFLRAFAARRLO—IL (£DFHA 0.5 TR 0.5 0.25 Tk 0 37793 38839 38316 34431 39187 36809 1.04
3 |IAFtERFO—IL FORA 0.5 —_ 0.5 0.25 EiE 0 27962 25882 26922 27437 28679 28058 0.96

1 EINEERBRIZF 1T DIEILER 100%F0 S IR D801T, 7T 7R O RRBRIA I CIRBLL 7oA MEAIR (= M) 7 AR HERIR) e O
BECTHRL L 7RI (IR RRHEVAIR) 2R T2,

*2 Py 7 APIIEEIEI IR B ORI MBS IR ONELZ A2 AT 2 [RISL R JE LT R BRI 95, (BEIIEU TRIBEAZTTD, )

*3 T IO RO BN AL, <Ny 7 AR ER R OB T 2B a2 2L 5 W B2 VD,

*4 N7 ZRIMEEESHRITRERY B 07 70 73 B OBk E VTR 2,

*5 <Ny 7 ATNIFEIE IR D AR BRI A3 o8 — 7l CUImRS) Oz KR 5,
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REWRIO< T T A

77 IR 7T 7AROW SN B (1.25 pg/L)

i ANERER D PIYER BT(1.25 pg/L)

TRV (0.25 pg/L) _&%Z@%“Z&(O.ZS Ho/L) D NEEEY)E (1.25 pg/L)

/

Fig5.1 VT=FARa—/L D SRM 71~ h77 A(m/z 265—93)
INPEE 0.5 pg/kg
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7T TRk 77 7RO NITHEE (1.25 pg/L)

/

NIV S AR O NEEHER) T (1.25 pg/L)

[ . = [T —

FEUEYAHR(0.25 pg/L) FEUETAR (0.25 pg/L) D NEEHEY)E (1.25 pg/L)

e e - S AR o T

R o——

/ /

Fig5.2 VZ=F ILAF)IL_ARE—/L(D SRM 70~ KT A(m/z 267—222)
IINPREE :0.5 pg/kg
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A4 7 B R HEY) L (1.25 pg/L)

I 18 T e P TE  Ud ES1adIT hr Fi 5 y e T80 S S ARG AV

! /

NIV S IR ONERTER L (1.25 pg/L)

/ 5i /

PR AERS%(0.25 pg/L) FEHERRR(0.25 pg/L) D PNAEHEY) ' (1.25 pg/L)

T T T3 P A T 1 T e 7 3 S AR i Y

/

Fig5.3 ~FtEA78m—/L® SRM Z7u~hr/7A(mlz 269—134)
NP EE 0.5 pg/kg
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