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EEHESNTELT, AR ELTEHIN TRV Enb, ZORMEEREE
FEECERELEZXDZLITTERVEEIN TV D,

A5, BB ZEZESIYD, aXx LY o TE TADIZRETE 2V F
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ﬁj\%it . CsHsASNOs

5y FH : 247.04

IUPAC#4: : (4-Nitrophenyl)arsonic acid

CAS : Arsonic acid, As-(4-nitrophenyl)-
CAS & %= : 98-72-6

Melting Point : >310°C (decomp)

Boiling Point : 540.9+52.0 °C (Press : 760 Torr)
pKa : 3.03+0.10

(Hi B2 : SciFinder)
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ﬁj\%it . CsHsASNOé

5y 263.04

IUPAC 4 : (4-Hydroxy-3-nitrophenyl)arsonic acid
CAS : Arsonic acid, As-(4-hydroxy-3-nitrophenyl)-
CAS &5 : 121-19-7

Boiling Point : 573.3+£60.0 °C (Press : 760 Torr)
Density : 2.02 g/cm?

pKa : 3.51+0.10

(H{ B2 : SciFinder)



[EBRT71k]
1. 3
EPEDAOFHEA - N5l - B, 3. BOMA - K55 - A - 902 vz,
LU IS R ORI EZ R LT,
1) BRI, ATeEZRfR Y fENIE 2B & . MBIk L7,
2) HEMIE, PIREZRBR Y Wi R . AU —fL L7,
3) i, MO —E L7z,
4) RLiF, I<HEA LBl
5) BWINT, BARESIIALINEEZEDOETIRAE LY LT,

2. RE, Rk
1) BEVESL . YR R R OVER YE VA R
O Y
« =4 )L : Fluka B, #i/E 99.6%
s FHALY L BT A LSRR, HEE 100.0%
© FEHEJRIK
ZHNL U RKROBR XTI COFLFERER 10mg BELBHEL, ThLENAX ) —
JVAZ VSR L C 1.0 mg/mL O FE UL & FR L L 7=,
@ AR R AR MRS
FEEFFEAZBETRAE L., TE =RV, XBEBIAXIILT U E=T L
Fetaalik (1:2:7) IR CTHRL THE L,
@ TN AR AERS
=AY CERFER L O R XL Y R ARG L, A X S — L THIRL
T 0.02 mg/L OPSEDOEIRZ PR L 7=,

2) Z D R H L

7' h=hKVU BEER{EFER)E, LC/MS H

A& 7= R )R, LC/MS H

T UE=TOK R RO, Rk

Ko BRI (R, ARk, LC-MS H

e . B L7 AV AFEMBE R, Rk

WERR : 8 £ 7 A L AR (), LeMS A

UNFUNT RS T AFBEEIR © AU TR, K 0.5 mol/L

FNUAFLT B LEEMAZ 7Y L— NEGKRI=FF 4 (500mg) : ¥
— L A = A (KR, InertSep MA-1

Ry BUANVKR=ATa LY b Y BTNV =H T A (500mg) - V—=x
VB A = A (B, InertSep SCX

VE= ARV N-E=AEr ) RUOEEAKRI =TT A (500 mg) : Waters
il Oasis HLB

UANF VAT VRS AFERBERIR XU T U = U AFEERRIE AR & K
T 100 fEAR L7z,



3. EE

Wik v~ s 2777 : Acquity UPLC (Waters %)

ST WE BT

&t : Xevo TQ-S (Waters f)

BfEEE  0— 42 ) —x R L — % —NVC-2100 (i PRAL 2508 (k) L)
AREYF A P — : POLYTRON PT3100 (Kinematica AG)

4. BIESRME

717 2 i L-Column3 C18 (KL 73 um, N 2mm, B 150mm, AZ/L7 YV —7

7 Ay (YRS A AT FE AR AR )

BT LR 40°C
BEH : AT o7 o=y AFRE R (AK) KOV 0.02 vol%HEfg « 7% k=

ESIE S

U LVEEE (B R)

i (9) AR (%) B itk (%)
0.0 90 10
5.0 90 10
15.0 50 50
15.1 5 95
20.0 5 95
20.1 90 10
30.0 90 10

B EFA R @ 0.4 mL/min

HEANE S5
PR FFIRF ]

ns

=ZNLYV 1075
gLy 11.9 4
A A ME—FR vy b X7 v—AF ik X T 4 T A FE— R

BRI NT A—H

Xy 7 U —FEE 1.0kV, BIEEEE 600°C., BLIABEA A& 1000 L/hr, =
Y — ZRE 120C

— A AWiE 150 L/hr, 27 7 A % — 7.0 Bar,

VAL T A %=

aYg AT AT

£1 WEAAY (mlp)
Tag s vA4F O Tag s v AF @
7Y T —Y— (Y (E=H) (EME)
A A (kV) CE CE
m/z m/z

(eV) (eV)

=R 246.0 20 108.0 25 138.0 15
a Ly 262.0 20 123.0 25 153.0 20

CV : Cone Voltage (V)

. CE : Collision Energy (eV)




5. EE

TNV D RIULER 25%., 50%., 75%. 100%. 125% K% OV 150%FH 24 8 5 o f B AR VE Rk
RREREIR (72 h=bF UL, FEBEEDS5mmol/L ¥ ~F VLT V=7 AFFRIER
W (1:2:7) BIR) ZHAMLE, T 5SuL % LC-MS/MS IZHEA L, B— 7 HfE
FEiZLv=2ry o kaxH Ly OREREERLT,

AREBRAE (1 g 3B mL iRBRIAWE) 5 ul & LC-MS/MS IZVEA L., #axh i BRI
rov=xry o ke Ly oG8 RDT-,

11T, IR EE 0.002 mg/kg DA O &R, R O EFRE (R2E) %2R
L7,

9000 30000
el | y=2EN Sy o 25000 | y=8211.4x - 85.709
7000 : R =0.9997
56000 520000
< <
o =15000
% 4000 £
£ 3000 £ 10000
2000
5000
1000
0 0
0 1 2 3 4 0 1 2 3 4
ng/mL ng/mL

1-1 =%V o OfREfRo—F
o WEA A2 m/z246.0>108.0, 4 : HIEA 4> m/z 246.0>138.0

7000 4500 r
6000 4000 r y= 1283.22x -27.272
5000 3500 1 LB
> 3000
< 4000 < 2500 F
= ol
'@ 3000 E3 2000
o r |
Z 2000 £ 1500
1000
1000 500 |
0 4 0
0 1 2 3 4 0 1 2 3 4
ng/mL ng/mL

122 axV vy omERO—
e WEA A m/z 262.0>123.0\ E CEA A m/z 262.0>153.0

6. WINFEOFHR
POE10.0 g IR AR HERR 1.0mL 23RN L CTRA%., KR T30 0MAELEZD
@%%%bunfcﬂé: L7z, FORROHAEIEL, e 10.0 g 2 40°C OB F THE L T Rlfz
. RINAAEAER R 1.0 mL 23RN L TIRA#% . -30°C T 30 oM igiE L THEME LS
@%?fﬁbn%ﬂc*ﬂr& L7,



7. RBBBROFR

1) i

O HILIS DS DEA

AREF100g 2RV ST, ZHUTT VE=T K, KERA K 7 —/L (1:3:16) K 50 mL
Mz THREDTFT A X LT, 857 3,500 [EH5C 10 il O0moBE Lz, ERERY | 7
BT o' =T K, KEOAZ =L (1:3:16) R 40 mL 22 THREY T A AL
7ot ERtERBRICIEODDBELTZ, EBIRERY . Lo EBiRE b, A% 2 —vE
R CIEfEIZ 100 mL & L7z, OB G IEMEZ 10 mL 28R L, 40CLAFT1mL L&
CTHEME L. WAL L, BEWICT =T AKROK (1:19) B S mL 2z TR
MNL7,

@ IoHE

AEF100g ZEVER -T2, ZHICT U E=T K, KERA Y 7 —/b (1:1:18) JRIE 50 mL
EMZTHREDFTA R LT, 57 3,500 BIEEC 10 sy 0B L7z, BB ERY | 5%
BT o' =T K, KEOAZ =L (1:1:18) R 40 mL 2N THREY T A AL
Teth, bR ERBRICEODBEL 72, ERIEZERD . Lo BEREGDE, A% — &N
X CIEREIZ 100 mL & L7z, Z O HIEMEIZ 10 mL Z8H L, 40°CLATF T 1mL LA R &
CTHEME L. WAL LT, BEWICT =T AKROK (1:19) B S mL 2z TR
ML,

2) FEH

FURAFAT o= MMEEMAZ 7 ) L— FEAKI =T L (500 mg) [ZAX ) —
JVSmL, TE=TARKOUK (1:19) BESmL ZIAKFEA L, KT T, Zob
TALZ, 1) THOLNERREZEALIE, A%/ —/5mL, K5 mL ZJERFEAL, &
WHRITE Tl IRWT, R B U ALR= AT a L Y b Y AV =55 5 (500
mg) MRV E=ARUBUN-E=ren ) RORESERI =TT A (500mg) IZZLE
AK 7 —)L5 mL, ¥FMKLOK (1:9) RIKS mL ZIEKEAL, FiHRITE T2, b
AFNT o EB=ZD LEEMAZ 7Y L— FEAKRI =D T LD IR B A VFR =L
Ta e Y MME Y BTNV =T A, BIIRCB ALK e E L) by
HHIENI=ZHTEADFEIZE = AR B N-Eotnl RURESEAI =0T 258
L7t RNUAFAT =0 MMEEMAZ 7 ) L— FEAEKRI =07 AT KLUV
(1:9) BIE15mLZEAL, PE= AR PU-N-E=bvnl RUEREEKRI =T A
NOOFHIRIZIE T, NI AFATUE= AEEHA X 7 ) L— NEAEAI =D T A
EWOAN LTk, XUBUCANVKR=ATa L Y LT ) ATV =T ATE RO
A (1:9) B 2mL #1EAL, PE=AR_RUPUN-E=btn ) ROEESEI =N T L
NIRRT T, NP AAF= AT oL U U B AL =8 T A5
DA LIzt%, VE=SARVEBUN-EoER Y RUOKEARI =T A2K 10mL Z7EA
L. MEHRIEE T, |IZ, AFZ /=L 10 mL Z7EA L, WHIKEERY . 40°CLLUT T
L, BiEERELZ, ZOEREMETE =1, FBEOTA~AT LT U E=T L
Fetbiali (1:2:7) BRIRICHEMREL, EMEIC ITmL & L7202 BREKE L,



7ue—F¥—Fh

SFF10.0 g

[t |

KT

WKL id, IRIMAEERR 2R - SLE%. =|IE T30 o BikiE
(JEMi DAL, 40°C T2 L, WIMAEERER Z I, BAE#%. -30°C T 30 &M
)

TrE=THK, KERAZ 7= (1:3:16) B SO0 mL Mz, 2 5B AEFA
X (BINOGZEE, TryE=T K, KEOALZ /7 — (1:1:18) IRIK)

147 3,500 [H18AC 10 43 M= O BE# . LEBR A IR

BRWMICT =T K, KEOAZ 2 —1 (1:3:16) B 40mL 2%, "AEDF
AR (BIWOBFET, ToE=T K KERBAZ =1 (1:1:18) BIR)

147 3,500 [H18AC 10 43 M= O BE# . LEBR A IR

LR EADE, AX = &MZ T 100 mL IZER

10mL (BUBF1.00 g Y &) Z4rHELL ., 40CLLUT THM L., R E

BRRWMIZT v E=T KEOK (1:19) BESmL ZMx C@Ef - - - O

InertSep MA-1 (500mg) : A ¥ J—/5mL, 7>E=7/KEOK (1:19) {BiF 5mL
AW BIR L C e - Fifb

QDWW EITEAE, A%/ —/45mL, K5mL ZNEXEK L T

InertSep SCX (500 mg) & Y Oasis HLB (500 mg) : N ENA X/ —/L 5mL, ¥
LOUK (1:9) B S mL ZEXRERK Lo - ik

InertSep MA-1 @ T#BIZ InertSep SCX. InertSep SCX ® T #{IZ Oasis HLB % ¢
InertSep MA-1 [Z XK VUK (1:9) JBR 15 mL %A (Oasis HLB 7> 5 O it tHiR 1T £
T3)

InertSep MA-1 % 2 L. InertSep SCX IZF¥ KL UK (1:9) B 2 mL ZiEA (Oasis
HLB 7 6 O it MK 13 T 25)

InertSep SCX % [## L. Oasis HLB [Z/K 10 mL Z{EA L, MHKIZE TS

Oasis HLB IZ A % / —/L 10mL #7EA L, IWHIEEERD

WHIR % 40°CLL T Tl ., IR %

BEWMETE =R )L, FBEOIAF ATV E=T LAEEBRERKT (1:2:7)
BRI, THIC ImL &1 5

[ BRI | (1 g #tkH/mL)
LC-MS/MS




8. v MV v 7 RUSINELEYR IR D AR

[7. REBREKOFRL ) I L7 FEICRWT T o 738 %2 D CRERIEIK % 31
L7z, RRBIKOBHEZBEL CTELNTEEYZ . MERIER A ERERE ([
T I100%FHLEE) 1mLICEMEL-Zb0E~ N v 7 ARIERERE E LTz,

[EREVOE L]

1. LC-MS/MS BIE&MH O iEt
1) JEA A DR

KT, 7rn—Ar Vs vargiicky, =2y ROm XL v OFEREYE
i (1,000 ng/mL, KK OAZ 7 —/L (1:1) BIK) &2 AFx HELE,

ESI(H) BN TIX,. =2y v ERaxh Ly e bicra b A5 (IM+HH]Y)
TR S e o Tz,

ESI (—) IZBW\WTiE, =2y kltaxHtry b, ENEROBl 7 e K
it (IM-H]) EHEZR XD m/z246.0 N m/z262.0 DA A Bt S (¥ 2-1
KOV 2-2)

AAALE—RKELTESI (—) 2BRL, =X Ly EkOaxHhryroral
I A F U AF Y UREEIToT, ALY CORERER 3112, axH Ly ok
BE2H 32T R LT, =F LY 2B TIE m/z138.0, m/z108072 X D77 A
Frntmti s, £, XA Y B W TE m/z153.0, m/z123.0 72 DT X
7 v AU ST,

AREHZ B W T, HERKESCHEDOBEORME Y — 7 O RELZER L.,
=Y ERA A m/z 246.0>108.0, TEVEA A2 m/z 246.0>138.0
nXxYLY o BEA A miz262.0>123.0, EVEA A2 m/z 262.0>153.0

gL 72,



100~ 246

100 150 200 250 300 350

%] 2-1 ESI (—) 2B A=H2 LY D~ AAXT k)L
A v #EPH m/z 100~700, CV 20V

100- 262

4
179 25§ 276

o '
100 150 200 250 300 350

400

- mz
550 600 650 700

544579593 625047

550 600 650 700

X 2-2  ESI (—) 2B axH Ly D~ AART fL

A v #EPH m/z 100~700, CV 20V



108

100-
138
°\°_
h 107\
101 153
246
N /
0 s L S LA AR LA RARAY LR Ry s nan nanssnanas nnnsy W U4
100 200 300 400 500 600 700
X 3-1 =%y raRy vAF AFy o AT bV
ESI (—) . VU h—H—A 4> m/z246.0,
A X%y #EPH m/z 50~700, CV 20V, CE25eV
100, 123
95
30
153
95
155
1.9 244
65' l|1 1 I
0 L S L S B L AR AR LA LR RAR s wa s La
100 200 300 400 500 600 700

X 32 XLy roraf s hAF U AFy L AT bV
ESI (—) . U h—HY—AF> m/z262.0.
A Xy #PH m/z 50~700, CV 20V, CE25eV
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2) LC J7E S o fst

Hed. —REYZR ODS BT T b (VP —m LYo = 2 AR Inertsil ODS-4.,
InertSustain C18, B H(bLZ(#F)# Mightysil RP-18 GP) % H ., BEIHIZ/K 100%% H
WERHETHELTEEZ A, =Z AV 0 kOaxP Ly b h T MRS
Mmolz, 2T, BIKMEMEER e~ 7T 7 4 —HOOH 7 A (Merck #1354
ZIC-HILIC }¢ Q¥ ZIC-cHILIC, & HIZA XN T V=TT L) ZHWTHIELIZE Z A,
N7 E~DRFHIBI Th oty RUGRE—7BRIGELNR) T,

A F o RTBREEEDWK (P~F AT =y AFBRERK) 2B8H & LT,
ODS R 7 & ((— ML E AT 7588 4% B L-Column3 ODS) Z /& 2 A
=AY URRFH ALY LI T ARFEIND OO, Bif B — 7 BIRIE
Bohnnolz (K4-2) , =FZALY U ROaxH Ly b Bih T 500 T LE
EDOMEEROEENEDNZ-O, B TLOALZLT ) =D (717 LEDN
A AT L ATV ED) ZHWEEZ A, BEREELE—I7ERIELN
7= (X 4-1) .

Fo, FEKRKBROBEFHMIZOWTHEAKRF LIZEZA (TER=RIALERRALX ) —
Ju, MRS DU TR 2 DR O X R K OWERE 2 IR | 0.02 vol%lElE - 7 h= |
VDALRIEE WA Z LT, =Z AV ROaXxH Ly oW T BRI - £ —2
FERR < WERE S DTz,

PLEDREENS . ARFHIB T 5 LC §&k & LTI,

I T AF L7 Y —D ODS B L (L-Column3 ODS, # X /L7 U —)

BEIFH AWK : 5 mmol/L ¥ ~F LT = AFERREEIA TR

BEhFH B R : 0.02 vol%lEfE - 7 h= b U LK
AT DR MFEZHRM LI,

140000 120000
120000 100000

100000
80000

80000
60000

60000
40000

40000
20000 20000
0 —n 0

8 10 12 14 8 10 12 14

4-1 =HZ VYUK XRP LY D SRM 7 v 7T A
ST 7 0 L-Column3 ODS (K. 7-#8 3 pm, 2X150 mm, A Z /L7 Y —)
BEIFH @ 5 mmol/L ¥ ~F LT 8= U AR (A #KR) KO 0.02 vol%
WERE « 7 b= MU VIR (B iR)
7V oty B=10%, ts : B=10%. tis : B=70%
Feoo =20y (2ng/mL, HIEA A m/z246.0>108.0)
fmEPy s (2ag/mL, WEA A m/z262.0>123.0)
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12000 8000

7000 |
10000
6000 I
8000 | s
6000 4000 |
4000 | i
2000 |
2000 1 1000 |
0 : : ] 0
8 10 12 14 8 10 12 14

42 =HZ VYUK XRP LY D SRM Y v 7T A
S8 7 2 0 L-Column3 ODS (R %% 3 um, 2 X150 mm)
BEIF : 5 mmol/L P ~F LT UE = AFRRIEEIE (A #K) KO8 0.02 vol%
WERE « 7 b= MU LRI (B R)
77T bt B=10%, ts : B=10%. tis : B=70%
Fo =4 (2ng/mL, WEA A m/z246.0>108.0)
fHomaxPyy 2ag/ml, JEA A m/z262.0>123.0)
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2. RERERFAE DR
1) fifi

=AU R FY Y L KA T B ) VS EREE DO E I A TH
D0, BEHEFIRE RS DBICKE A S ) — VLA ORI R LN > 722 b
LC IESRMEORGTT] OBEIZFEHFH L7ZEY ODS RO H 7 MMIRFES NN - 7=
b, BBEOEVEEM TH D Z E R TRINT,

B L L TR EHWESGAITIE, BN X - TIREL S B W TR R E
BERSF O NT, MR ZHRIT 2BEPRER RN bR SN, —JH, A%/ —
S U CTHWZSAITIE, FEx OB EYHROREHT BV T LB O &
SEENEFTH Y, HHBROBRAES Tho72, TNOHDORERNL . AR TIE,
HEEI I A X ) — VB RRE LD Z & & LT,

BIEAL L0 (100g) I2=2Z1 Y rRaxP vy 2RI - HPg, =
ET300MKEL, A%/ — LT L (B 1B H S0mL, 2B H 30mL) , f#
MRz B, A% /7 —/LT 100 mL IZERE, HHERFO=42 1Y v KOr X%
VUDOEEE RO, TOME, =H LY RO a P L I EIERIT 50%
BRETHY ., BIREIRITE NPT,

FEORRIGIZOW TR, A% /7 — A HHIC LY BFRBINEREGEONT-Z D (=
AN 9%, aFx Py 2 95%) | Tl OMBEFICL L0 ENTRINT,
27T, TLCMSIZ LD REEED—FHRBIEN (FKEY) | 25K, RBHCEEL
TEHEOTH J— L KOUK (1:1) REZNZ2 TEHE L LI2FOMFRic=2 1>
YRR XYL U ERN - B, BET300MKEL, A ¥ — i E T o
Too P OENFEIZIZEAEEDL T, =& 7 = KUK (1:1) BREROEMIC
L DHEDRIIHR CERhoTn, =X 7 — IV ROKIBIRIZ, Fx OBl (XE.
FERE ., MR, X7 o E=w A, BT VB L) ZIRMLESAICEBNTH,
RAFZ2EINCRIZGE O dr o T,

Lo E ) — VR OKIRBIKICT V=T KEMZ T 5A T BIR N E F i S
N2 e (22 FOaXdL Y b H12 60%RE) | fitiEgcrre=
TRKERAEZ ) —)VIRBKREZHAW, ToF=TKEAZ ) —LDHRIZONWTHRII LT,

HHEE S LTCT v BT AR OAZ J — (5:95) ik, (10:90) Eik, (15 :
85) IRIK M TN (20 : 80) EHIEZHW, FDONFEN =21V ke X Py il
HL7z, =2y ke xH oy v ORIEL, 72 E=T KOBEIZIKLTITE
NE—TETHoT= (]2,

WIZ, TVE=TAKDOEFEEZ—TE (5vol%) & LT, KOLRIZOWNTHRF LT,
Thbb, TUoE=TK, KEORAZ 7 — (5:0:95) Rk, (5:5:90) BiKK
W (5:15:80) IREEHW, FOME» =21 v kRuaxH vy a2l Lz,
=X OEICRIZKDORIKL T —ETH Y, ax¥ Ly OREIIET KR
DIV E LS D 2 EMmm Iy (R2) o 2238, KOIFEN 15 vol%Lh
MR BV Tix, =00 BE (545 3,000 [BlEE, 543[) (2B W T RAFR2JE0BENTS D
NRWEELH D Z ERMRINT, Fo, OSBRI XV LK & LY O 53 BEH
AEETCHST-HEThHo ThH, WEMNIZHET 5 Z LIC X VE R &ED EBENE D
NP K 50mL Mz, RED T A X« mONBEL-BICELN D FEKDOEN

- 13 -



25~30mL f2JE) | FINENME T T 256055 Z E PRI,

05y BfE SR % F 43 3,500 RIS « 10 0 ICER 5 2 & T, BINZ R BRHEMIC
BWCRERBHBENFTRETHY, BN EBKELEETH -7,

— . BINCBWTIT, i E LTT =T K, KEORALZ 72— (5:15:
80) R Z= MM L-%HA 121X, M5y 3,500 [Al#5 « 10 0 0@ Lo BESRETh > TH G
S5 BB EN D7 < (MHEEE 50 mL 20 2 7254 . LR OB IR 20 mL f2 ) |
EULRBEETH 72 (=X 60%FEE, v VL v S5%FEFE) , A
KUWEEZRFF LT EZA, TUE=T K, KERAZ 7 — (5:5:90) BEZHHW
HEIIEEON D EEEESHEML, BEEbLEI N (=X 0V 7 80%FRRE .,
oL Y L T5%RREE)

LEDRERMN G, RSO BB OGEITHMELE L LT [T =T K, KEDQA
Z = (1:3:16) IRIEEZHW, IFOGHEIX 7 E=TK, KEOAZ /) — (1:
1:18) {BR) #HWHZ Lt LT,

#£2 BHEBEICBIT 24O ERE NSO =21y U Oa 91 DRI

F (n=1)
AR (%)
=AY XLy

TUE=ZTKEORAH ) —)v (5:95) JRIK 75 63
TUE=ZTIKEOAH 7 —L (10 : 90) RIK 78 65
TUEZTIKEOAL 7 —)L (20 : 80) 1RHK 78 64
TUERZT K KEOAK /) —)v (5:0:95) JEHK 78 48
TUE=T K, KERAK )= (5:5:90) RIK 76 60
TUE=T K, KERAH J— (5:15:80) BRI 79 70

2) =77 AERIZONT

fix OFEMHRORE~ N v 7 ZOMRARREZHNE LT, =07 5K
LA LTz,
O PNIAFATUE=DLEEMAZ ) L— FEAKI =D T LER

DR BICEM THDH=F NV R xS LY o NESI (=) TS A fbEaniz
ZEnn, MMEEMEREA A RMBHE Y T A0 HAMEIC W TRE L 72,

NIRAFAT =y MMEEMA X7 ) L— FEAKI =T L (V—= A=
v A (BR)HL InertSep MA-1, 500 mg) Z A% /—/L5mL, 7V E=T KEORAZ ) —)b
(1:19) B 5 mL CTHEE Lz, =2 vy U RO n %L Y o ORGEHERTL 5 mL
(% 2ng/mL, 7 UE=7KKOK (1:19) BHK) 2I =07 LIZEALT, A&/
—/L'5mL, /K 5mL, ¥ELOK (1:9) {BE 1SmL ZMEXRFEANL, &iHHK - & H
WEERY, =2y ERaxd Ly v oEIERZRDZ, Re2E3IRLE, =
ke Fxt oy oyl AX ) — v, KEFALEGSIZIEIN T 60
WHEmZREIAT, FBAOK (1:9) REEZEALESGAIC=ZLY k0 a x4
Y BN EH L, WHEEIC DWW T, 10 mL ZEA L7256 130 TRV R ER
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THY (=X 78%., aXxH Y 79%) | 15mL ZEANL7SHAIC BAF 72 IR
BNELNTE (=202 102%, ax3 1Y 2 102%) .

¥, FEKLOUK (1:19) B 15mL THEMH LEEORIEZ, =2 vY » 70% -
BXPIL Y 68%THY, FMEELOK (1:9) B ISmL THEMTHZ & CTLEEDE
O BAFREIENGF LN LD IWHIEFEAOUK (1:9) B 15mL TITH 2
L E L7,
@ RUBUVAALK= LT ELY VAL U B AV = T Lk

NURAFAT =0 MEEMiA XY 7Y L— NEAKI =T LDOHLTHERELT

ST AE . REHT X o TFRBRIEIR OB 0 O EM DR S iz, SEEEER A 4 &
W T LuMAT 52T, FONFIBRBROKMEYM ZRERGETH T2 05,
InertSep SCX (¥ —=x /%A = A(FK)EL, 500 mg) DO HMEIC OV TRE L 72,

InertSep SCX (500 mg) % A& /—/L 5mL, ¥ELO/K (1:9) B 5mL T TfH
Lz, =2y kO x4y v ORAGEREREK 15 mL (% 10 ng, & UK

(1:9) B #HEALIHZ, FICFEBEAOK (1:9) BE2mL ZEAL, 2N
Wrihby, =ZLY RO X LY v ORINELRD -, EERER IR,
SRR O IR & SRIRYERS A A A T AICHEATH Ik, =2 LY U R
XNV NID T LR FFEND 2 LR BT L E2FEY L, IS SEOKMED L H
T AR SN Z ER RSN,
® VE=mARPBUNE= AR RUORESERI =D T L6

SR JENVERE A A L AR 1 T KSR A AT o T2tk SRERIEM A AL ASHA ) T SRS A AT
9T E Y| FFlRE RO I S E S R BRERRE T o 72 h3, BUEHT X » T3
TR 2 B L 7 BRI okt & & HITTRER) O AR RS S vz, Y E =B -N-
t=nvn ) FROREAERI =07 2EMETT S 2 &, RREIR T O LR O LR
FFRE T o722 & 225, Oasis HLB (Waters i, 500 mg) 12 X A RERUZ OV THET L7,

Hd =H Y U ROa Y0 O Oasis HLB ~DOREHZOW TG Lz, =21 v
Eoa oy X LG Th 5720, KL LT B =T KR L FECHE
PEDIKIFIE T Oasis HLB (ZEfif L7251, B T DMTRFEE N2 hoTz, — 7, FHRAKE
TR L2 I2IE, 10 vol% e T RAF R IRFi G bivic, WX, A% ) — %8k
T 52 & TRRORIBHNARETH V. 10 mL OIFETRAREINENEG SN, (ES5)

# 3 InertSep MA-1 (500 mg) 75 DAL= (n=1)

EUEE (%)
AN EE N A

At (7T E=TARKOK (1:19) iR

5 mL) N.D. N.D.
Per® (A% 7 —N 5mL) N.D. N.D.
Pr@ (K 5mL) N.D. N.D.
W (FEBAOYK (1:9) Rk 10 mL) 78 79
W (FERA UK (1:9) {R#K 15mL) 102 102

N.D.: E— 7 @ S/N<3
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# 4 InertSep SCX (500 mg) 75 D[EINHE (n=1)
B (%)
=HZ ) =) AN

Aff OB (PR Ok (1:9)
" 104 99

8% 15 mL+2 mL)

75 Oasis HLB (500 mg) 7>5 ORI (n=1)

EUEE (%)
AN EE N A
A FBEUUK (1:9) B 17mL) N.D. N.D.
Yer¥ (K 10 mL) N.D. N.D.
W (2% 7 —/1 10 mL) 101 104
R (A% 7 —/v 15mL) 101 102

FRI3FED I =T 2RI S AN - P - IO, TN, BEOMREZE
JE L. ARFHCIRERE D 7 Ak DB REE R LT,
Thebb,
InertSep MA-1 (500 mg) (ZA X /—/L5mL, 7 E=T /KLU (1:19) JEH 5 mL
ZIAREA L, MHEITHE TS, 2087 22, il TR ONEREEA L%,
A& )=/ 5mL, K S5mL ZIAREA L, B HKiTEE T 5, IRV T, InertSep SCX (500
mg) KX Oasis HLB (500 mg) ([ZFNENA X/ —/L S5mL, FELOK (1:9) BIE
SmL ZNERFEA L, FiHKILE TS, InertSep MA-1 O FEEIT InertSep SCX, H(Z
InertSep SCX @ T BT Oasis HLB A ##ft L 721, InertSep MA-1 ([ZF &K UUK (1 :9)
1RIK 15 mL Z{EA L, Oasis HLB 7° 6 Ot tHiKIZFE T2, InertSep MA-1 ZH Y 44 L7
#%. InertSep SCX IZF M VUK (1:9) 1B 2 mL Z7EA L, Oasis HLB 76 O ik
IZH5T %, InertSep SCX ZHt ¥ #+ L7-1%. Oasis HLB (27K 10 mL Z{EA L, ¥iEHRITE:
Th, WIZ, A% /= 10mL ZEAL, WHIRZERD . 40CLLT Tl L, it 4
FRET5, ZoEEMETE =M b, FHENS5mmol/L P~F LT E=T L
WERSYEYAIE (1:2:7) RIRICIAfE L, EMEC 1mL & L7 b 02 BRIRIKR E 35,
BEL LTz,

k. =24k XYY COREERK (& 2ng, T UE=TKREOK (1

19) IR 5mL) 22\ T, EFiiEiEicBIF2RINEZERLIZE A, THEFN
98% M (N 96% & BifF CTH - 7=,

- 16 -



3. TINENYERER

BETRMIE. oA, FolE. FoFik. 45, BOmA., BOMEN. BO
gk, FIN (28 &) FHWE,

777 REHC R A E R 1 mL 2300, HE L, KIETH300KELEZLO
MBS LTz, JENHICOWTIZH 40°C T L7t . WINAEEMERIE | mL & iR
. #\H L, -30°CTHI 30 o R E L7 b O 2 iRInakEl & Lz,

7T v BB R ORIGREHZ DWW T, T[EEBRFIE] 7. RBREROFE) (2L
Te FIEIZHEVERAE L SRR IR 2 R U 7o, R L 72 3RS & LC-MS/MS CTHIE L |
B, B R OREE, SIN ZRD7,

O =R

=AY RRFHILY LB, BBFICRE LSHVEEMTH LD, et
L2077y 7R BHZB W Tx vV —F—N"—|ZHKTDHE—7 BRI
7Zb OO, IR O H M X E Lz,

FEROFEMZ # 6-1 K 6-2 1IZR LT,

#£ 6-1 BIREDOFHmAE R (=F 1)

PEL —HO FEIED Pl E—OmHE(ES)

= s B
No |sstgican| xae [TEnr| EBRE TUemes | e | BN 555 U SRR | ERED | SR
mg/kg) | (ppm (pom) FEEZ | =081 [ o=t [ n=2 [FH @[ 0t | n=2 [FH o) @) | 2
| 1] 20 AR 0.00: e @R [0.002 | <[0 fiaks 4 633 702 668 11 5558 5584 .136 O
| 2 | 40 Rgfn 0.00: SERRF[0.002 | <[0.332 fiakad 116 91 103 46 5214 5230 .020 (@)
| 3 | 40 kg 0.00: ERRR[0.002 | <[0.32 ik 4 55 68 61 52 3351 3351 .019 O
| 4 1| Ay 3L 0.002 SERBRE [0.002 <[0.33 fiaki 1 237 188 212 6151 6325 6238 .035 O
i (m/z 246—108) FBO AR 0.002 SRR [0.002 <[0.333 [iaki 1 1036 1097 1066 5871 5831 5851 223 O
L F80 R A 0.002 2B [0.002 <|0. o 102 122 112 5236 5007 5122 .022 O
L@ | FAO R 0.002 SEER(0.002 | <[0. mi 759 854 806 5811 5835 5823 .161 (e}
8 3860 0.002 SRR [0.002 | <[0 ik 4 63 101 82 3575 3687 3631 .023 O
N = 4 NP2
#* 62 BRMEOFHHFR (mx¥1 )

= ar: |BEE SO REDEE F oGRS —

No. pistgican| aeE [Tant| B8 CUREAR | e | B0 55 1)y DX FAEE ST | BRGED) | St

gk@ | tep! (ppm) TOET | mEosi [ n=1 | n=2 [FH @] n=1 | n=2 |[F# ()| Lk (@Ib) °

| 1] O B 0.002 SERRS[0.002 | <[0.333 fiiili o 439 500 470 4370 4295 4333 0.122 (@)
| 2 | 4@ BE R 0.002 SRR [0.002 | <[0.333 fiaks 3 221 149 185 3828 3826 3827 0.051 O
L G2y 0.002 SRR [0.002 <[0.333 i 73 70 72 2424 2330 2377 0.031 O
4| oo [E2 0.002 =ERR|0.002 | <0333 | @i | 285 | 260 | 273 | 3969 | 4066 | 4017 | 0.073 )
L (m/z 262-123) (380D FHr 0.002 e @R [0.002 <[0.33 mH 462 534 498 445 4461 4457 .126 (@)
| 6 | F80 R 0.00: e R [0.002 | <[0.37 i 190 178 184 378 3751 3770 .051 @
L | 38D AT i 0.00: SEBMRH[0.002 | <[0 it d 801 761 781 488 4869 4876 .191 O
8 3500 0.00: e R [0.002 <|0. fiaki 1 108 88 98 260 2632 2620 039 O
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Q@ HEKROREE
=AY RO FYL Y AT LR (WRINREE 0.002 mg.kg) (281 5 EE
J OVPFATHE 1
=H Ny BE76%~101%. PHTHE 0.5 RSD%~5.1 RSD%
2Ly o BE 71%~81%, HHTHEE 1.5 RSD%~4.4 RSD%
ThHO (F7-1 ROE7-2) . ERFTELICEWTEE R OOHTRE O BEM 257 L
776
Fo. SINIZHOWTIE, BFFEGORIEEHI W T,
=X)LV 300 Lk
XYY 200 0L E
Toh o7,

7 7-1 WSIENGRBRER (=21 0)

No. |4s#isig e ERRR | BEE | FRE |EERE BEIB OIRZE(% HE | HIHEE SIN
& (mg/kg) | (ppm) | (ppm) | D EFFE fBZ plal i n=1 n=2 n=3 n=4 n=5 (%) | (RSD%) | Max. | Min. | Fiy{g

e 0.002 .002 SIN 2791495 -20 0.9998 83 83 82 83 83 83 : 1046 | 498 772
| 2 | | 0.002 .002 SIN 2706025 | 250 0.9997 82 88 87 89 82 86 . 861 432 646
3] [0.002 02 SIN_ [ 1914743 | 5 | 00993 | 79 | 74 | 77 | 76 | 76 | 76 3 577 | 426 | 502
| 4 | =2y 0.002 02 SIN 2787441 48 0.9939 99 103 104 101 102 101 4 1230 | 871 1051
|5 | (m/z 246—108) 0.002 0.002 SIN 2736960 74 0.9996 88 91 88 85 82 87 4 1125 | 703 914
| 6 | 0.002 0.002 SIN 2722946 131 1.0000 88 89 89 88 84 88 25 956 654 805
| 7 | 0.002 0.002 SIN 2818924 86 0.9997 81 83 81 85 83 83 20 793 408 600

8 0.002 0.002 SIN 1983470 -66 0.9998 74 85 81 82 80 80 51 549 364 456

#* 7-2 UWSHEIGREBREE R (e H 1y V)

. - ERIRF | BME(E | FhRE |[TERF [E3 20 O (% HE | HITHE SIN
No. | #ist&itat) #&Rd (mgkg) | (ppm) | (ppm) | OFFIE | 1A% T i n=1 n=2 n=3 n=4 n=5 (%) | (RSD%) | Max. | Min. | Fiyi@

[ ] [0 #HP 0.002 0.002 SIN 2143078 203 0.9995 79 83 83 80 78 81 28 685 354 520
| 2 | 40 fgff 0.002 0.002 SIN 2156425 231 0.9939 76 79 79 82 75 78 36 591 315 453
| 3 | E=oYid 0.002 0.002 SIN 1463014 85 0.9997 74 69 70 72 70 7 26 398 297 348
| 4 | ofyvy  [F3L 0.002 0.002 SIN 2245486 173 0.9999 85 80 79 76 78 80 44 713 428 571
| 5 | (m2z262-123) [38D &% | 0.002 0.002 SIN_[ 2186740 | 134 | 0.998 79 84 83 79 83 1 720 | 519 620
| 6 | O AER | 0.002 0.002 SIN 2144798 189 0.999: 79 82 81 81 80 1 725 434 580
I | FAO AFEE | 0.002 0.002 SIN 2144626 317 0.999! 70 73 7 yal 76 2 666 287 476

8 860 0.002 0.002 SIN 1517296 106 0.999¢ 74 i 77 75 79 6 587 248 417
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4. PIEDOEDOREI~ N v 7 ZDEE

=AY RO FY LY CDOREDEDORE~ MY v 7 ADREEENENE
8-1 RN 8-2 ITR LT,

=HZ )NV TIH0.85~1.07, ux P Y TiL0.76~0.89 TH -7,

IHNEDRERENS, =FZ LY KR Oa XYl bis, HEDOEORE~ R v
JADEBZEY, ERENKESEHTHAEEETD2VWEEZ X O,

#£ 81 HEOEOREI~ N v 7 ZADEE (=X LY V)

= R N =
No |SHTsRicat| BRE oy | oo | ANWRE | Van  HERE o, [HI A AR EREELR [T
i [ ins (mgy | mEDR | 77 n=1 | n=2 n=1 | n= T | (@I
1 [FD BHAY 0.002 0.002 0.002 @HE 668 5611 5558 5545 5614 5579 .88
2 O iR 0.002 0.002 0.002 i) d 103 5246 5214 5660 5663 5661 .91
3 ot [ 0.002 0002 0002 | @ | 61 | a3z | 3351 3899 | 3606 | 3852 | 085
4 i) WO E=i 0.002 0.002 0.002 fiaki d 212 6151 6325 5616 5637 5626 .07
5 | (m/z 246—108) (380D RHAI 0.002 0.002 0.002 i) 4 1066 5871 5831 5564 5583 5574 .86
6 D HH | 0,002 0002 [ 0002 | @ | 112 | 5236 | 5007 5568 | 535 | baa7 | 092
7 FAD AT 0.002 0.002 0.002 i 806 5811 5835 5718 5751 5734 .87
8 3890 0.002 0.002 0.002 mHE 82 3575 3687 3886 3921 3904 .91

# 82 MWEDOKEDORE~ M) v 7 ZADEE (axP )Ly )

= r ErEnGEs
No [BUHB(E| REE |ty | coy | RARE THRE | 5o, | LA EnESss | RHEEEE __|C-DER
G| e i O | 77 n=t | n=2 [ 39 [ n=1 [ n=2 | ¥1 | (BDL
1 [FOAFA | 0.002 0.002 @i 470 4370 | 4295 | 3863 | 4415 | 4381 | 4398 | 088
2 40 fEfh 0.002 0.002 @HE 185 3828 3826 3642 4556 4441 4499 .81
3 E2oYii 0.002 0.002 fiaks -} 72 2424 2330 | 2305 3032 3039 3036 .76
4 [=C- ) R 0.002 0.002 @i 273 3969 | 4066 | 3745 | 4647 | 4689 | 4668 | 080
5 | (m/z 262-123) [380 AHA 0.002 0.002 fiaki d 498 4453 4461 3959 4404 4578 4491 .88
] 80 A5 i 0.002 0.002 fikid 184 3789 3751 3586 4508 4304 4406 0.81
i 40 ATER | 0.002 0.002 @i 781 4883 | 4869 | 4095 | 4691 | 4505 | 4508 0.89
8 800 0.002 0.002 fiaki d 98 2608 2632 2522 3183 3147 3165 0.80

BRERIBEMICBT A= ALY RO Y LY U DSRMZ a~ N7 5 AEKS5
o, h—FnA At~ 7T (A%y U m/~z 100~300) %X 6 (2~ L7,
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[ 7 ]
BEMH D= )Y KO XYL DRBIEIZOWTHE LT,
HHIEICOWTIZ, AZ 2 — il (T =THEMT) I2kv, fxOSEY
MH=H Y RNa XYL U EGRICHI TR & B 2 b vz, BREBEECOH
TiE, FIATFAT U E=ULEEMAZX 7 VL —FEAKI=DT L, XUBUR
NR=ALTa A UMb VBTN I =T LRV E= AR B -N-E= L e
Y RUOHEEGERI =T LEZHOTHREZITY 2 LT, BxOEEDH kO~ Y
v 7 AR B OBBEICRERETH o 1o,
Fo, LCHIEICOWTIE, A4 _XTRIE - DA LT U=y AFRIE 2 5
BEBHEEZ A, BIZAZLT Y =2 AL TOODS BN h 7 Lu2MHT D2 & T,
DHRIBIEM TH D =Z N Y o R axH vy o0 BIRER - ISHAAETH -
77
B Lo HiEE W, 0N - B5H - Il - S, B/ A - BERG - Tl - 98 % %t
LATUSMIEIGERBR GRINEEEE 0.002 mg/kg) % F2it L 7= fE .
- P
st L7 2 ToRMICB W T, BRI EIZE)N - -,

C BB R OVPHTREE
BE L2 TORMICE W TEE K OPHMTREE O B ARE 22 L,

- EERA
ER OB R OPH TR E OSSR 2. BmEIGRERICEW ALY
— 7132 TSINZI0 Tholz, ZNHDOFENS, TERFIL 0.002 mg/kg (2
RERRELEEZ LN,

U EDRERND, SEWFO=4 Ly v kRaxd Ly ok e LT, KR
TR L ik ATeE (8 &R 5L 0.002 mg/kg) &CflBrsine,

B, =AY UROR XYY R, ERIIRE LSVILED TH DD, T

T LD T LESL LC-MS/MS HEEOEVE 72 S, AR &Moo b0 H L
BNXOEERXINLELEZ BN,
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TR
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RETR
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1RHEEE
€0.002 mg/L)

140000
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20000
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FIUEE
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a7
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y )
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FEhoaE
€0.002 mg/kgtBFHD)
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5-1-4 =2V UDSRMZ u~v h7 75 (WEA AL mz246.0>108.0, %)

RHETR
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5-1-5 =X)LV 2DSRM 7 a~x 77 AGQUEA A2 m/z246.0>108.0, %D HA)

e
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RHETR
€0.002 mg/L)

140000
120000
100000
80000
60000
40000
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0
9
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12 13

TSR
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o__A_L__L_
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TGO RFHEE R
0.002 mg/LtB R
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AR s
9 10 11 12 13

FEhoahet
€0.002 mg/kgtB5H0)

140000
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20000

0
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5-1-7 =X)LV 2 DSRM 7 a~x 7 Z AGQAEA A2 m/z246.0>108.0., %5 D JF i)

1RHEBR

(0.002 mg/L)
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€0.002 mo/LIBSRE)
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5-1-8 =XV DSRMZ ua~ 775 (HEAAL m/z246.0>108.0, #EIF)
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TR IS YIS DT NIRE!

B FRhoatEt

€0.002 mg/L) €0.002 mg/LABH R (0.002 mo/kgtBHN0)
120000 120000 120000 120000
100000 100000 100000 100000
80000 80000 80000 80000
60000 60000 | 60000 60000
40000 40000 40000 40000
20000 20000 20000 20000

0 -4—'——1-—‘—-' 0 0

10 11 12 13 14 10 11 12 13 14 10 11 12 13 14 10 11 12 13 14

5-2-1 XY ALY UDOSRM 7~ b7 T 5 (WEA A m/iz262.0>123.0, 4D
Al)

EEER FSUoEE T O RFEEER FREhoaREt
€0.002mg/L) 0.002 mg/LtBL ) 0.002 mg/kgtBFN)
120000 120000 120000 120000
100000 100000 | 100000 100000
80000 80000 80000 80000
60000 60000 60000 60000
40000 40000 | 40000 40000
20000 20000 | 20000 20000
0 [ — 0 0
10 11 12 13 14 10 11 12 13 14 10 11 12 13 14 10 11 12 13 14

5222 XY LY UDOSRM 7~ 7T 5 (BEA A miz262.0-123.0, FDJE
i)

RHETT ISR TS D AFNIRESR

hoaEd
€0.002mg/Ly 0.002 mg/LBL R (0.002 mg/kgtBHFN0)
80000 80000 80000 80000
60000 60000 60000 60000
40000 40000 40000 40000
20000 20000 20000 20000
0 0 _.L.._.s‘__...;_‘ 0 0
10 11 12 13 14 10 11 12 13 14 10 11 12 13 14 10 11 12 13 14

523 XY LY UOSRMZua~ 7T 58 (AEA AL mkz262.0-123.0, FDIF
fiigk)
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FEDTR I IO RFIUREER BoylIFEE R .
€0.002 mg/L) €0.002 mg/LIBZ R (0.002 mg/kgtB N0
100000 100000 100000 100000

80000 80000 | 80000 80000

60000 60000 [ 60000 60000

40000 40000 | 40000 40000
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