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N7 =Fky FRBRIE (BEY) OBRFRER

(S
L. AR OGREREE DO RRE 7 $155
TNT7 =Sty MIERICZEORBE THH[@-7 A1 7 = =WV (1-AFIVZTF V)T 2 )4 F Y HilE
(LLF, 3 W) RO N-(4-7 v A e 7 = =)L)-N-(1- A F /L= F )W) 7' b7 X R]-2-A V7 ¢ = )VERE
(LUF. &% PL) DREEM T OOHTEDBRFRE 21T > 712,

TNT7 =Tty ME SN Tt BN VT my A o 2%E) TR ENZET I RROR
BAITH 5, RENEIIIRAESRRILEIZ LD . FEFME £ /23R oM BRI 258 Z 0 RS R 2 55
THEBZOLNTND*L,

ABEHZB W T, @ — AL TLCIMS I K 2 R EO—FRBRIE 1 (REY) | OEA bR
7oy, A W R ORI PLIZ DWW CIEEA TE e o 7o72, Bz i @Btk 4 Bss Lz,

2. TR E D OREEA K OB L ERIMEE ™ 1 2

SHtgir ey . 77 =F+ v ~  (Flufenacet)
R

o

773 ¢ C1aH13FsN302S
syf-& : 363.33
b%4
IUPAC 4
4’-fluoro-N-isopropyl-2-[5-(trifluoromethyl)-1,3,4-thiadiazol-2-yloxy]acetanilide
CAS 4 (142459-58-3)
N-(4-fluorophenyl)-N-(1-methylethyl)-2-[[5-(trifluoromethyl)- 1,3,4-thiadiazol-2-ylJoxy]acetamide
SMBL . BECATGHIRS S PR R
Al 76~79°C
#hi 0 150~160C T 2 7= O HIER A HE
AL : 9x107hPa (20°C) 2x10%hPa (25C)
R (20C) -

K 56 mg/L(pH4 & T} 7). 53 mg/L(pH9)
n-o~H 8.7 g/L

NP %== >200 g/L

Tk >200 g/L
TEhr=HrUW >200 g/L

AL ) =) >280 g/L

FEfg = v >280 g/L

R E S fRBEET

7 B 7 — VKBRS . log Pow=3.20 (24°C)

Bzt © 150~160°C THiE

IR EYE © P (25+=1°C) 14835 H (pH5) | 1547 H (pH7) . 654 H (pH9)
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SINTRIZALEY) - A W
I

73 CuHFNO3

Gy 225.22

{b574 © [(4-Fluorophenyl)(1-methylethyl)amino]oxo-acetic acid
(CAS 201668-31-7)

S8 R

IHTRIGAEEY - A Pl
R

773 0 CisHi6FNO4S

syf-& : 301.33

b4 o ({2-[(4-Fluorophenyl)(isopropyl)amino]-2-oxoethyl}sulfinyl)acetic acid
(CAS 201668-33-9)

L. R—TU o BER

3. FEYEfE*S
INZE 0.5 (ppm)
K& 0.2
EOHAHTL 0.05
Ko 0.1
IFh Lk 0.1
N 0.05

OFbh oy 005

[Hih]
* 1 MSATBAENEBMOKEHE L 2EME % —(FAMIC) 77 =F & v MRS
http://www.acis.famic.go.jp/syouroku/flufenacet/index.htm
% 2  SIGMA-ALDRICH #fh7—% v — b
%3 WK 264E11 A 17 HRZRE 117 H 15 EAGEEERRE SRS Z RIS



[(EB L]
1. #k
BEHZHWEREI D 9 5, KEIZENERE, 1TV L 2 I3AbEE. M~ MIRFRED & 02 58
LN O/NFEETHREA LT, /INEITEERFED & 0O &2 BN O/ NS IE 28 L CREM S B Zd7-,
AREOB BT 5% LRI RR#EL Lz,
(1) /N (EFE) : INVERHWTA25 um OS2 WA D L 2 1Tk LS —{b L7z,
(2) K& : IVEHWT 425 um OFFHERS D W Z B D K 2 Ik L) — (kb LT,
3) L x (BEKTERIEWEELELD) @ 7 yX T h v —%HWTHEIE—L L7,
(4) b~b (NZERWVZHD) @ T oX Ty X —E ATk L7,

2. A - Bk

TNT Sy MERES o HE 99.0% (Dr.Ehrenstorfer GmbH )

Rt W EEHESR, © HiE 99.8% (SIGMA-ALDRICH #Y)

R PLAEYES, © KT 98.8% (SIGMA-ALDRICH )

T hy, TER=RMU L, BER=TF L, n-~FH 2 FRREIGEBRA (BIE/bT () H)

bz FREEERBRA (BEL7A v AaReMzE (KR )

AR =) FREEFEEEN GHby (R ) 72X LCIMS A (B L7 A v AFDEHEE (BR)
1)

TUE=TK (28%) 0 Kk (BLE7ALLARDGHEE (BF) )

A YU+ T4k Nobdbs (FL7A/VLFEHEE (Bk) 1Y)

72T b U BV =T A0 MEGABondEIutC18 (1g/6mL, Agilent Technologies
) (LT, [C18I=ATF L] LW, )

7777 FI—RANF LT I-N-Fa ey U ) B 7 VFEE I =47 A ¢ InertSep
GC/PSA (500mg/500mg/6mL, Y—=Z/H A T2 (K) #) (LLF. [GCIPSA I=#HF
Ll EWVI, )

TFLUTVTIVN-TrEALT Y T Y BV =0T L0 InertSepPSA (500mg/6mL, ¥ —=x
N A2 (%K) ) (BT, PSAI=HT L] £V, )

757574 NI—AHR> I =% : Supelclean ENVI-Carb (500 mg/6 mL, Sigma-Aldrich %)

7AYo+ 57 5 InertSep K-Solute (5 mL &R, —x ¥4 =2 (#F) &)
SUBFNI=HT . InertSep Sl (500mg/6mL, ¥—T LA =& (FR) )
VE=ZANRCBUN-E= e Y RUOREAARI=F T L 0 OasisHLB (500 mg/6 mL, Waters )
(LT, THLB R =HhF 4] &9, )

3T U= AEEM Y E AR P UN-Eo i n ) RUOHEARI =T A Oasis WAX
(500mg/6mL, Waters f8) (LLF, TWAX I=HF L] L\, )

4 5T ooy AMEBH Y E AR P UN-Eo e r Y RUOREAKRI=FH T A . Oasis MAX
(500mg /6 mL, Waters #) (LT, MAX I=A7 L] &), )

FUAFAT I 2 7o UMb U BV =%7 2 InertSep SAX (500mg/6mL, ¥ —=x/L
A2 (R B CIF, [SAX =BT 4] L), )

ZOMORIE + Frfk (BELT7A VLR () REITBRET () )

R . 707 =)ty MEHEMIZ 20 mg ZRFE L. 7 F o CHfE LT 1,000 mo/L %K % 55
U7z, R W, UG PL X 10mg Z2FEFE L, T & b > CHfiE LT 500 mg/L ¥R 2 s 5l
L7,

IR YEYS IR« BEYEIRR AZ A X 7 — /L TR LT 5mg/L, 2mg/L Y 0.2 mg/L ¥k Z 7% L
Tz 2B, REZHONTIE, 707 =Tty PAKICHE L TRDEDOREIZ/2 2 X O L
7oo (RIS mg/L Y4 =10 W ; 3.1 mg/L, 1R P1 ; 4.15 mg/L)

RS IIERERE © RIS REIRIE 2 A ¥ /) — /L CEEAR L, 0.00125~0.0075 mg/L (—ftJkE
BERMOEE) | 0.0025~0.015 mg/L (KE K ONENW L x OFEUEFERR TN, 5 54 5RHE 0
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3.

£
RE VT AP —: ULTRA-TURRAX T25 (IKA )
BiEEE . n—% U —x /R L— & —N1100 CREEFR (LR () #)
REH#: SR2DW (A7 v () )
LC-MS/MS
OB A K =
MS XEVO-TQD Waters
LC Acquity UPLC I Class Waters
T — ZALBR MassLynx Waters
4. WESRE
LC &M%
717 I XTerraMS C18 (NS 2.1 mm, £ & 150 mm, F71% 3.5 um : Waters )
BEMEE (mL/min) |0.2
HEAR (L) 2
717 HNEE (C) 40

A E7-13 0.00625~0.0375 mg/L (/N D IEUERTILFE RN, 10 A BRUBIE R O b~ b o0 JEYE(E
WETNOBA) OWREOEEEZ I LI,

BEntH

A W% : Smmol/L BEfE 7 2 & =7 AR
B % : Smmol/L iR T E= A « A X ) — )LIRIK

VA AN 2 R (49) | AWK (%) |BR (%)
0.00 90 10
14.00 10 90
16.00 10 90
16.01 5 95
20.00 5 95
20.01 90 10
24.00 90 10
MS S
HEE—R SRM, BIRULE=X Y 7 (7T 7 DAX v REFFH 50~1000 amu)
AFANE— R ESI (+)
X¥ 7 UERE (V) 1000
v —ZIRE (C) 150
VAR (°C) 600
a— A %%, 50 L/hr
VA 7T A %%, 1000 L/hr
alTVa A =4
FoH— A A TVT7 =ty M| REHW R Pl
[SRM] 364.1—194.1 226.0—138.0 |302.0—284.0
ERA A [CV25V, [CV25V, [CV25V,
(m/z) CE 10 eV] CE 15 eV] CE 8eV]
[SRM] 364.1-152.0  [226.0~109.9 [302.0—110.9
EMEA A [CV25V, [CV25V, [CV25V,
(m/z) CE 20 eV] CE 25 eV CE 35 ¢eV]
PRFrRE] (min) 13.8 8.0 8.1

CV:a—2 EBF,. CE; 2l ¥ g )L¥—
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==
. B

EARTAEAEVRIL 2 b % LC-MS/IMS |21 EA LT, oz ¥ — 7 mfd % AW TRERZ 1ERR L7,

FRBRISIK 2 pL & LC-MSIMS IZTEA L, B bt Al L Sba oG a2 FH L,

6.

7

ANEEE D Y

—REIEVERE (0.01ppm) DA 1 NEKLOKRGIE, @B 10.0 g (RN #ERSE (0.2mg/L) 0.5mL
AL, 30 MMk Lz, 1EW L X KON~ bk, 30 20.0 g ICHRINAEERERRHE (0.2 mg/L)
1mL 2L, 30 4 hkE Lz,

FEHEMEPRE DOBE  BWEHZLL T O & B WS AEMEREZ U L, 30 o fikE L7,

/N 10.0 g ICERINAEERERSE (S mg/L) 1 mL 23 (FROINEEEE © 0.5 ppm)

KE. :10.0 g ICHIMAEAERE (2mg/L) 0.5mL Z#shn (WIS : 0.1 ppm)

IZANL & 2 20.0 g ICHSIIAEEAER SR (2 mg/L) 1 mL 230 (USHNIREE @ 0.1 ppm)
k=~ b :20.0 g \ZSINAAEAERRR (2 mg/L) 0.5 mL Z¥shn (AN : 0.05 ppm)

ARBRTAHR O Y

e

A HREIN S A X )= THIH L, 27 2T A Vb U B FENI =T LT T 7
A NI —R /2 F LT IN-To N UMb Y DALV FEE I =7 A TR L, LC-
MS/MS TiEs M OHER LT,

(1) Fhi

O hE

#UEH10.0g 12k 20mL &Nz, 30 ikE Lz, ZHIUC AKX J—1100mL 2z, 2 AETF
AR, 7A YT L2K 1 em DR SZHNTHG| A LT, AHEOKREIZA X 7 —/1 50
mL 2Nz CTHRE VT A X L%, FERICRG A LTz, BonizAiReAbE, A% /) —LEx
TIEMEIZ200mL & L7z, ZO@HEH S IEMEIZ 20 mL Z47E L. 40 CLLF T 1~1.5mL % TEME L
Too FEEAMIZ 0.1 vol% Fie 4 mL Z2 iz TIRA LTz,

® XK=

AEF10.0g 12K 20mL 2z, 30 0hE Lz, ZAUZ A X/ —/1100mL Z A1z, 2 /AT
A X L7=t%, 3,000rpm T5 0B L7z, LEIZAZ 2 —150mL Z M2 CTREV T A A LT
%, FRRICIELDBEL 72, Sonl- BEEGbE, A%/ — NV Z A TIEMIZ200mL & L7z, 2D
W) 5 IEMEWZ 20mL 243 EL L, 40 “CLAF T 1~1.5mL £ THEfE L7-, 7% 0.1vol% ¥ 4 mL
A TRA LTz,

@ WL xr&kOh=h

AEF20.0gIc A% 7 —/ 100 ML % T2 AT FA X L%, 74 Y 7 1%EK 1 om OE
SZEHNTHRG| A LTz, A EOFRBEWICA X 7 —/ 50 mL 22 CHRETFHA X LTk, Rk
B A LT, Soni-AREEbtE, AX ) —/VEIZ CTIEMIZ 200mL & Lz, ZOEWEND
EfEZ 20 mL 247 BL L, 40 “CLAF T 1~1.5 mL £ THgfE L=, 7R8I 0.1 vol% X1 4 mL &1 %
TRE L,

(2) rEHe

CI8 I =W T LITAH /7 —/5mL K&0.1vol% ¥ 5mL ZIEXEA L, & iR % #5C 7=, GC/PSA
R=ATACAZ =V SmLZFEAL, ATz, C18 S =77 A2 (1) TH LK ZTFE
A L7, Bfiaas% 0.1vol% XKL A X /—)v (4:1) JRIE I mL T->T2EFHFE L, FERE O
FAIZEAL, EHI201V0l% FEEKROAZ J—L (4:1) BIR3mL ZFEA L, 22 £ TOMMHIK
T T2, CI18 S =H T LD FIZGC/PSA S =D T L% L, A X/ —/5mL&ZiEAL, K%
oz, WNT, CI8 I =HTLZWMYVI L, GC/PSA S =H T LT VE=ZTKERAHX ) —)L (1:
99) JRIK 7 mL Z1FEAL, IEHKEEOWHKESHLE, 40 CUTTImLU FETREMLE, 20
FBWINZ A X ) —)VE Nz, /NEEOKGITEMEIZ 2 mL, IZWV L 2 KON b~ MIIEM#EIC4mL & L
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7ob D a2 BRI & UTe, FRYEER R ORISR L, /NEDZE 10 f512. REETIFEhWL
XOHEESEI, ThEnAZ ) = THR L THIE LT,

[OMBFiE7 o —F o — ]

FEER
L ohE, RE: k1009 oL x, b= b R E2009
! (7k 20 mL Z 5Nz 30 43 fikiE) (0 EF)
!

A K ) — LA

L AZ—=1100mL 22 AT FA X 2450
L g A CRE 050 BE 3,000 rpm, 5 43 [HE)
|

| ]
! FRRBY) (E7=13Ew)
l Ll AZ—A50mLZEZMZARESF AR
+ + W5 Aits (K505 B 3,000 rpm, 5 43 )
|
AR (7213 RiE)
!
ER < AKX ) —)LT200mL ER
!
20 mL 4y Ht
!
EEME 40 CLLF 1~15mL £ T
' <0.1vol% X 4 mL
Eiiilantiia

C1

8I=WTL (AT 4a=ry 0 AF 7 —/L5mLIRT 0.1vol% ¥ 5 mL)
L R & A
Il <01vol%XEl A% ) —v (4:1) RIK5mL Z1EA
(9B, 1mLX2 FRHEEZRTE AL)
(Z ZEToOMHBIKIZIETD)

!
CI8X=HTLDOFIZGCIPSAI=HhT AL (T 4va="r AHX ) —)L5mL) &
' X&) —n5mLEZEA
C18 S =W T 214 L. GCIPSA S =T LD
| T =T AKERAZ ) —)L (1:99) B 7TmL Z1EA
@?W

JJEIRAE 40 CLLF 1mLLLFET
' XX )= VTER UhFE, KT 2mL, v L X, h~bF: 4mL)
BRI GEEERETIGENT, /NRIZ 1064, KE, 3L 21X 5 /452 A ¥/ — LV THIR)

8. ~ MU v 7 AUIEEAERS IR O Y

77 7 BB ORBRIER E ERT HRE, A REOUSINEIGER 2361 2 [FIIEE 100%FH 24 DR & 7
DX, WA (A F ) —NWRKR) 2N THhOERLTELDE~ N v 7 ARNIERERKR & L
Too FEMEERERICHEY T2~ MY v 7 ARIEEEIRIL, IIERELE RO AL L 70D K 5 AR
L7z,

RREOEBE]
1. LC-MS/MS HIE S Dt
(1) MS &Mookt
MS &Iz HONWTA v 72— 3 VHTEIC L W RET LT,
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INn7 )ty b, W, REPLIZ. WL ESI (+) E— RKTa—UEE25V ELE
BElc, 7a hoAms o (IM+HH]Y) 2 BRI TE e, Znae ) h—%—A 4 & Lz,
BACE DT Y I —H— A FNTHDNT, Y P a XA —F B2 TCTaXr MM IR L
2o TNZENAFUBEDOENLDONLEEA L, EMA A ZERL, 77 =2F®y MI miz
+364.1—194.1 ZE &M, miz +364.1—152.0 ZEMHEH, G W X miz +226.0—138.0 ZE&

m/z +226.0—109.9 Z &M . A% PL 1X miz +302.0—284.0 # E&MH. m/z +302.0—110.9 % &M
AL Lz, MLIZEALEH D~ ARRT v, K2 1IZ8ALEMDOT a7 A A AT hVvERL
77

100 364 100 226 100 302

o ° o] 284

g 357 386 447 > 214 248 ° il 346 371

402 432 239 ‘279 286 311 ‘

O I 317 \\‘\\\‘\ ““‘\“H\HH\ m/z O T ““““ ‘ 261 /Z 0 b ‘m‘\\‘ o L ‘\H‘ ‘ ‘ ‘ ey 373/
300 350 400 450 200 225 250 275 300 300 325 350 375

A e AN ) W ) P1

Ay HEiFH 0 300~450 amu A UHEIPH : 200~300 amu A i ;0 280~380 amu

X1 A DO~ AR kv (BESM: : ESI (+) | corn voltage=25 V)

100 194 100 138 100 284
o o o 302
S 152 > o 110 > (
211 180 84 242
364 226 168
0\H‘;L\Q?wmwmwm:wgﬁ?ww‘wm/Z O\g‘s‘\‘ ! “\‘ % m/Z 0\:‘L‘l‘:‘L\lﬁz‘swHH\HH‘\HH\HH\m/Z
100 200 300 50 100 150 200 250 100 200 300
P R Kt W Kt P1
TV H—Y—AF> mlz3641 TV I—H%—AF> :mlz2260 TV I—H—A A2 :m/z302.0
collision energy =10 eV collision energy =15 eV collision energy =8 eV
100 152 100 110 100 111
& & 138 2 ~
57 124 83 109 ( 138
194 95 186
0‘(\\“\\l\\‘\\\\J‘\\%]‘-\]T\\‘\\\\‘\Hm/Z 0‘H\\‘\H\\‘\\\\‘\\‘\%\8\0\%8\ﬁ‘\\\2\‘2\6\\\‘m/z 0\H‘“‘m“‘ﬂ“““\““\%4"‘2\““\m/Z
100 200 300 50 100 150 200 250 100 200 300
A S B T N G W R P1
TV —Y—A A mlz3641 TV H—H—AAL :mlz226.0 TV I—H—AF> :mlz302.0
collision energy =20 eV collision energy =25 eV collision energy =35 eV

X2 FALBMOTa X A A AT Mv (IESM: - ESI (+) . corn voltage=25 V)

(2) LC &kt

SIMT T T TN, XTerra MS C18 (% 2.1 mm, £ & 150 mm, Fi£% 3.5 um : Waters ) %
AW THRE 21T 72, BEWHSMIC OV T, ATRIZ 5mM EEiR T > =7 AR E 7213 0.1 vol % Rz,
BiRiZ, A4 /) —FE T r=h)LEANTT TV M ERFT LT, TOME, 7107
=y NEROMGEHY W X5 mM BfliET U E=U ARIRE A X ) —MZ XD 7TV MGRIFETR
LRI A A URENMEONTZ, IV 7 =F 8y MIBIKESMMEET - E= A« A X ) — LR
WIZ LT R EBIZRBIFTH T, (N PLIZ. SMMERRT L E=U AR E T = MU L &
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BT MEENRS BIFTHS72N, MM BfET V=V A RIREA X ) — VLB T 70T
v NRETHIREBIFCH T, D7D, SMMEFEET E=U AARE SmMM FRT o E=1 A
AH )= VWKL BT TV R LT,

(3) MREMm

BB DOMERRDOH 27~ L1z, 0.00125~0.0075 mg/L, 0.0025~0.015 mg/L =% 7=1% 0.0625
~0.0375 mg/L D EFPH TIERL L 72 S O EREEL. W d 0.99 DL ETH V BAF7e B %
RLTz, E£72. 77 =) F v i, 0.000125~0.00075 mg/L O EEEIFH T b BAF AR EMRME AR LT
D3, ARE W R OMRE PLIE 2 QR FEFLFH TIXOREAMENR S - T2,

40000 - 2400 -
30000 - 1800 -
5 5
< 20000 - £ 1200 -
10000 - 600 -
0 T T T 1 0 T T T 1
0 0.005  0.01 0 0.005 0.01
mg/L (Fn7 =7ty MEE) mg/L
IS e A N ) W
y =5182990x - 488.48 y = 276854.9x + 12.9267
r? =0.9992 r? =0.9982
200000 - 12000 -
150000 - 9000 -
g g
5 100000 - Z 6000 -
50000 - 3000 -
0 w \ ‘ \ 0 ‘ T ‘ \
0 0.02 0.04 0 0.02 0.04
mg/L (Znr7=F%y ME) mgL
A i I N ) W
y =5395843x - 2741.56 y =292484.1x - 64.84
rz =0.9997 rz =0.9999
4000 - 250 1
< 3000 - . 200 1
= S 150 -
< ] <
2000 100 1
1000 - 50 -
0 T T T 1 O T T T l
0 0.0005 0.001 0 0.0005  0.001
mg/L (V7 =)ty M) mgL
INT7 xSt b R W
y = 4416663x - 42.34 y = 309554.3x — 7.6133
r2 =0.9998 r2 =0.9844
X3 KALBW DR EHROH

Area

Area

Area

4000 +
3000 -
2000 -
1000 -
0 w w ‘ \
0 0.005 0.01
(FN7=Fty MEE) mgL
R PL
y = 490020.6x + 48.3933
rz =0.9991
20000 -
15000 -
10000 -
5000 -
0 ‘ \ ‘ ‘
0 0.02 0.04
(ZVv7 =&y MEE) mgL
) PL
y = 537243.4x - 248.633
rz =0.9990
400 -
300 -
200 -
100 -
0 ‘ \ ‘ ‘
0 0.0005 0.001

(FN7 =Ty MAK) mg/L

Rt P1
y = 484880x + 45.1
r2 =0.9789



(4) &R
ERRAOFHFERZ L FIOR L,
INEE K OVR L
0.01mg/kg [ [FREREHE 2mL) /HEREET OREE (19) ]
X [ g e o BRFAAYS & (0.01ng) AEAR (2uL) 1]
L x kO b~ b
0.01mg/kg [ [FREREHE (AmL) /BRI OREE (29) ]
X [ g e o BRI YS & (0.01ng) AEAR (2uL) 1]

2. BRI ENE DO IRES
(1) Tt ot

FALEMOA B ) — VIER A RBRE I LV | EHRRE DT HLE L-th, S8 2mL 200 x CRRE
XY =TI LT, KEMATZDOLSMNEI, ZNZE 1mL ZRORBRIEFICE Y | ERRE DU RLE
L7z, A% /= 1imL &Mz T, lIE Lz, KeEMzzbolxzoEFREHO AL T LE
B LUTHIE L., #iRER1LITRLT,

LW E L, EEFRERMOBIIRERLS TR b TR T, R 1LIORLEZERBY, —H
FolE 2T 2 b TR Z RS TG A, FRRE CTIRWEIRER E I oTc, 2O &b, Wk
DORETZT Tl < SN, BAE~OWAE & Vo T BN H S T2 FTREMENRE 2 b il

ek, REIIBYEDRWEEIZITE T < WEE X b,

1 RO RS (B = %)
VAt N7ty M R W INCILZRY!
O 53 98 97
@k 93 95 95
DA% ) —)v 57 99 93
O7k®r=FrU 62 36 18
VAW 48 29 15
@7+t kv 90 54 15
OFEfE~=F v 63 8 1
O kL= 93 0 0
On-~FH 37 0 0
©0.1 vol% ¥ « 7% b=k U LIk 102 97 85
@0.1 vol% XE « 7% ~ IR 74 98 94
©0.1 vol% X1k « Kl T VERIK 94 96 89
0.1 vol% XMk « [K/ A% 7 —/v (9:1)] ik 94 95 95

D0.08 mg/L A &/ — V¥R 1 mL & §L[E LTS AR 2 R A 7= 6 0,
@0.2mg/L A ¥/ —/VIRIK 0.4 mL & 828 LT s FEfif 2 R 7= b 0,
@2mg/L A % 7 —/V¥HR 0.1 mL Z RE[E LT b FER &2 A T= b D,

(2) ZEMEOKGT

FALEW O 0.01 mg/L AR Z S TR TR L (A 27y ) P EHWTH 7 A, 7TV CHEE
) | HTANRLTAEL T C, BT CRE L7 D% 2 HRZICHEE L, Fi-icqiid L7z 0.01
mg/lL A%/ — VIR & U7, fERER 2 1R LT,

£/, FREIC, 0.01mg/lL Wiz, ~A 27y )P T ZARBRE 2V CIRIL, BERICH T A
WA T L THE LIzt O, 7 ARRE 2 FERENITHE L, 59 5 BEI&IZ T 7 231 7 Ui
BLTHELEZSD, FI 22 BFRBICH T AN T IUIZBE L THE LS O%, FRENHE LT,
BAERIITRLT,



F2DRERMND, TV T 2Ty MITUVE=ZTAKEORALX J—/L (1:99) IBHEH T, EIET
T h=hU AT, OCOREEDEVATREMENS 2 bz,

3 OFERNS, REWIET ' F= N VP CREEDEVAREEERS 2 bR, 7' h=1Y
NEKEDRIEETIIXREG T F= N LOESIE. REMICERBE 2V EEZ2 5,

K2 BIEREEH TOREMEDRR
(10 °C. WEFT. 2 Atk BT U7 YEE (A &% —/WiEIR) ISR 2 %)

[, JNv7 v M EDH W K Pl
AR ) =) 96 110 100
T hr=HrUV 96 75 71
0.1 vol% ¥ « A% ) — VIR 96 95 91
0.1vol% XM « 7% b= F U LIRIK 96 89 86
T =T IKIAK 7 — (1:99) 86 97 90
# 3 FREMEPCTOREEORT (RIR) (FRRLES D A H ) — VIRIRICHTT 5 %)
T famw | feam Pl
VB G o| s| 22| o 5| 22| ol 5| 22
AH )= 100 100 | 96| 100| 90| 93| 100| 98| 101
T hr=hUL 99 [ 101 | 97| 62| 49| 43| 33| 0| ©
7 b=t UK (3:1) 99 99| 97| 99| 90| 89| 104| 103 | 95
7 b=t UK (1:1) 98| 96| 97| 94| 87| 90| 98| 94| 93
2Vol% ¥ « 7% b= bV VIR 100 96| 97| 91| 82| 86| 93| 94| 92
2Vol% X% « [T b= MU VDK@ AEK | 98] 93| 96| 92| 82| 86| 91| 85| 90
2Vol% X% « [T b= MU VOK@LDAERK | 98] 92| 96| 91| 82| 86| 92| 89| 87

(3) SR

() IEFEME DR R OV (2) BEMEORRETFE R D, BB O XM T 7 b= MV LT3 25
HEaERDTN, TORENENEGE SN o Tz, 2, ENS T F Tl 25 5ETE, 20
BOBRBIEICKERN DT, 2T, RENS A X ) — L THHT 2 HikE Lz,

BT = MU E T b o iR R s BRI S WBI AR ATRE Td o T2 A8,
AL ) =TI, KTIEREDTA ZB LSO HBE L TCLERIIRBL-EETHY ., %alA
WBERATHLTICHREE Y LTABBRETH 72, Z D7, KREIZOW TR O oy B
DEE, mOSEEEITH) 2L & Lz,

W), WA EOMEEEZ XY . [FEBRFE] 7. RBRIEH ORI T ED 12 & (100 mL EA)
TOMHZRF L7223, KETOFRITORE, BERONERD TH o7, BEW~ORAES O P
E . [EBRAE] 7. RBRIEKORBIRTEICET L2 L 2 A, BIEOSRENR ST,

(4) 517 PRER O

D C18 =7 L TOEALEYDIRHZFINEF 4 IR LTz, KEOAZ J—/L (4:1) B TIL5
mL LA T CRE DR LEED 7228, 0.1 vol%FEE A X /—/v (4:1) RIETIE3LEMmE D
15mL £ TIERHEET I =8 7 AREFEFT&E 72, 01Vol% IR A X /—)L (2:1) JRIKTIL5
mL BRI N LigD 7o, B OFEEN S BEO 2 % 7 — VIR Z IERE L T A &2/
— NV EERRRE L7221, 0.1vol%XERZ N2 C C18 2 =417 LA, 0.1Vol%XEEKL A Z
—/b (41) IR E R L CRmEOIFME A RE Lctk, A ¥/ — LV THEHLTEMNLAEY %
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BT 2 HiE TR DD Z L L Lz,

AUBHMHRIZIIK B EN D720, )2 mL BLUF £ TilifE LT 0.1 vol% ¥ 4 mL Z A0z 411 A
X ) —)VDERE IS LLFIZTE b LB 2Tz, B, BRBOWRMEIUC BV CTIRME#IZTE > T2k =
EHEGRLIZEZ A, 1.0~15mL ThHh-o7=,

B, AL —NOEMKEIL, 2mL T3{EEME b RKEDEIATEE L B 2 -, Ry
W NZ D% B TIEEA BV =720, 5mL &322 &1Lz,

#4 CI8 =7 L0LDHEW DU IR (B %)
V1P T | st w | (e Pl
(AH ) —)—KTarT4va=r7, 20mg/lL A%
J — VIR 10 pL Afif)
KIAZ ) —) (4:1) 0-5mL 0 67 58
5-10 mL 0 23 35
10-15 mL 0 3 2
15-20 mL 0 0
AH ) =) 0- 5 mL 87 2 0
&t 87 96 95
(AH ) —=N—=01 vol%XEETars4ra="2r7, 20
mg/L A % J —/VIRHE 10 pL A fir)
0.1 vol% XM/ A % /7 —/v (4:1) 0-15 mL 0 0 0
15-20 mL 0 3 0
AH ) —)L 0- 5mL 87 79 87
it 87 82 87
(A% —=N—=01 vol%FXETars sa=27, 20
mg/L A% J —/VIEHE 10 pL B faf)
0.1 vol% g/ A % /) —/ (2:1) 0-5mL 0 0 0
5-10 mL 0 47 10
10-15 mL 0 31 72
15-20 mL 0 6 9
AH ) =)L 0- 5mL 85 4 2
# 85 88 93
(A% ) —L—=0.1vol%XHETarssva="7, 20
mg/L A % J — VIR 10 pL Eir)
0.1 vol% X/ A &% / —)v (4:1) 0- 5 mL 0 0 0
AH ) —)L 0- 1 mL 0 0 0
1-2mL 82 71 85
2-3mL 2 5 0
3-4mL tr 2 0
4-5mL tr 1 0
5-6 mL tr tr 0
i 84 79 85

@ GCIPSA X =17 A TOHLEM OV B A2 K 5 IR LT,

TNT7 =Sy M, FHESIECAAT LT2GE SRS TR L a & THEENCR X 2E 0N
X7e otz REHIE, PSR TR L2 A A X 7 —/L 5 mL T LG22, BEMESE
THEMLIESGAIEAY 7 —110mL THEHBER OGNS, T E=T KKRRA Y/ — VORI T
T& T, BUSRM LT L TAA UK E L COERB RSB\t E 2oz, 2D &
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Mo, FALEMEBH S AL LTUIT Vv E=TAKEORA X 7 —)L (1:99) JRIEA HAV5 2
Ll LT, B, ZOBRBEEITOEEITRBIOTE = MY AR AR S 2 L2 EELTWY
T2, T bh=hIArTarsaovra=rTa2iToT05,

SHIZ, TUVE=T7KEOALZ 72— (1:99) BIKHEMTOBEHZMHRALIZE A, 5mL Tl
EHIRENRRE L7228, 10mL TIE 3{bAaW & bR ATEETH - 7=,

# 5 GC/PSA 2 =1F L5 DFALE M ORI (B %)
V1P T | Rt w | (s Pl
(TEr=RIATarsysra=r7 01mgL7Tk
b=k U LEHE 2 mL A L)
=Tt 1 0
AH ) —)L 0-5mL 92 43 3
5-10 mL 2 45 47
10-15 mL 0 4 32
15-20 mL 0 1 10
TUER=ZTIKIAHZ I — (1:99) 0-5mL 0 0 3
&t 95 93 95
(T r=rIATarssa=r7, 0.1 mglLo0.l
vol% XM « 7% b=k U JLIAIK 2 mL A far)
=Y 0 0 0
AH ) —)L 0-5mL| 105 0 0
5-10 mL 0 0 0
TUER=TIKIAHK =L (1:99) 0- 5 mL 0 100 84
5-10 mL 0 0 0
&t 105 100 84
(TorE'=TKIAZ =)L (1:99) Tars4va=y
7. 20mg/L A X J — VERIE 10 uL A fir)
TUER=TIKIAHE I —I (1:99) 0-5mL 78 102 100
5-10 mL 23 1 1
i 101 103 101

@ Cl8 =7 ALADHTIE, HERDIBHHRETE W ER/RNA+Tholzod, C18 X
=H1 T 5L GCIPSA I =7 LDMETHEEZITIZLE LT, Cl8I=NTLNBAZ ) —/VIE
Mg, HH72OTGCIPSA R =7 AMCAMTHED b, EiED 7 AT EITHREZIT 72 03
&z, WD T LA TOBHEIEHER LI,

C18 I =W 7 LD FIZ GCIPSA X = 7 L& LI2GE DX LAY OV 2% 6 IZR L
Tre ZNT7 xSy M, EELTLTAZ ) —/L5mL THERE SN, CI18 2 =1 T L%&4t
L7ctk, 7UoEFE=TAKEKOAH 7 —1 (1:99) BIES5mL T3{bEme bRt 71
Tty bRZEOHLETIRHEMB W20, WHIERIZ TmL & T8 & LT,

728, GCIPSA R =H T LDNPDOVIZT T T 74 N I—RZEELTCWRNWPSAI=hT L%
AT EbEZEN, b~ MR CRITUIZER, CI8 =0T L L PSAI =T LD
FEH T A TIEE QR OBREN+4Tlhinol=l2, GCIPSA 2 =17 L&A L=,
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%6 CI8 =07 LKNGC/PSA X =h T LDEFEH T L0 EDEALAM DOEEHIRL
(EES7Y)

v 2t T | Rt w | (e Pl
(C18 ; A% /—L—01vol% X TarF 1 a=r
7 GC/PSA ; A& ) —)arsr4a=>. Cl8|C
20 mg/L A X ) —/VEHE 10 L BAfar L)
AR ) =) 0-5mL 1 0 0
(C18 4+ L GC/PSA D)
TUER=ZTIRKIAHE 7 — (1:99) 0- 1 mL 46 0 0
1-2mL 41 0 0
2-3mL 7 20 17
3-4mL 1 73 79
4-5mL tr tr 2
5-6 mL tr 0 0
6-7 mL tr 0 0
G 96 93 98

3. WRMNEIERER

N, RE, TN L X KO R~ b 4 &R EZFEHCHW T, [EBRAE] 7. HBERORRIIE-
THRMEERER & 320 L 7=,

— A FLHERREE (0.01 ppm) USHIOEINEIGRER (233 1F D [BILER 100% 40 24 OVEBFEHERK, £ R0
7T 7 B ORI ORER R v~ N T L &K 4~T (TR LTz, £ HERNLOT T 7R
Bt AX ¥ MBI L AREN R v—F N A A7~ T T L%K10ITRLT,

Fh R 2 s L 7B NS OW T N R e A a3 U, IEfEi 2 C18 X =1 7 AITIEAT
LR, BHULE 2+ ICEVIAD N Z LR E SN, 207, [FEBFiE] 7. SBRIEEROH
fIRT BV OHE CITF, TEEERE o, ) ERNC, BRI 7 DA X ) =V EEANT DHER
WZEDAE )= DO—F (ImLX2[E) ZHWTRMEASZEVIATCERIELZ X 72546 LT, [TAX
J = NEVIAZBI £ D, ) IZOWTHBE LIz, ZORORENR 7o~ N7 T LAEK8IZ, 7
FTUIBREIDAF ¥ EICLD b= NAF I u~ NS T AEKILITR L,

(1) =R
BIRMEOBFHERZ R TIOR LIz, 77 =&y MZOWTHE, S8 E HIEBRED Lz,
BIRMEOFAG L AE S S L, G W IZOW TR, ANETO TN EY — 7 BB b, 3
PPEOFM AR EA Lz, RE PLIC WL, SR E BIIEY— 27 I3 b2 T-,
BB, INT7 )y MIOWTIE, 77 7R BHRZ AN LI2GEIT, ARETE FRRE S 5
FRATL VD RERE—INRROLNDZENRHY | B RO —7 Tidhel | oA Y= %
BIIEGF LEbOBRBESN TV BB,

(2) HEE, REROERRA

B RO TRE OGRS RE £ 8 1R Lic, BEEMIEOSE, HEIX, 7V 7=ty M3 706
~092.2%. fR#M W 23 80.1~93.3%. U P1 73 84.1~97.0% & W3 vt HAEfE D 70~120% % i &
L7 PHTHEEIZW LS 5RSD% AT Ch 7o, F£7o, —HEERERNNIFOKLEMOLE—T D
SIN tbiX, 77 =7k v FTHAK 11000 (K5) | B W TRIK27 (hE) | K& P1 THIX
29 (K&) THU, Wb SINKILLENHFLONT, 26D &b, EREERE L TO0.01ppm
ERERRE TH -T2,
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INBIZDOWT A E ) —APRVIATSEINDB S 707 = F & v MI— R YEE RN CEE 71.6%
D35 78.3% ~, FEVEMHIEEE RN CEE 73.2% 75 89.4%~, W #EE L E_eEwEN R ST, Y
W I — R IR CIXE L 80.1% 726 86.5% I L H V7228, FEER SR Tz L AL
FEITHELS AR PLIZOWT H A X ) — LEEVIAL O F TR/ 7213 ) T,

(3) Bt~ FU v 7 ZADWE~DREE

REl~ b v 7 ADBE~DEBIZONWT, £IIRLEZ, B~ ) v 7 AOMBLEZMIE LK
EAF 10 IR LT,

VAR D B — 7 mfEICxt T 5~ R v 7 ARIMEREO B — 7 miE O ix, 0.77~1.01 Th -7z,

ﬁﬁﬁﬁ HE LTslBHEON, RED 7 V7 2 )ty MR BHAEI~ MY v 7 ZDEEE KE <

7fwto7w7mft/hit 7 @ SIN e+ REWT Eonn, —AILUER B RINGE & A
RLTHELTCHERAREEE X, ﬁ%kbr&o#%ﬁf@@m%ﬁéto%@ﬁ% IR ED v
— 7 HEIC ﬁ?évh)/ﬁxﬁmﬁﬁwt &ﬁﬁ@%iO%&ﬁb-vb)/7X®%@%ﬁE
L7 THEET836% Lo Te, 7272 L, [ARRICHIR L7286, G W KO PLIZOWTIE+43
72 SIN e G 6T, £2E @@ﬂ?y%%k%<&@mR$%%%xtoéﬁkbf\_0&%
ORFER R/~ N T L E2KIITRLT,
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R10 MEEE

No. | aHNZiaw | &8 iﬂiﬁ{’: ?E;/rf were  |BERE] o

1 LI F vk INE 0.01 71.6 0.95 75.4

2 KEw INE 0.01 80.1 0.88 91.0

3 KPP INE 0.01 96.5 0.97 99.5

4 I T FH vk XE 0.01 70.6 0.77 91.7

5 KW KE 0.01 89.2 0.94 94.9

6 HKEEP1 X=E 0.01 97.0 0.98 99.0

7 LI tyhk [FhlvL & | 0.01 82.3 0.98 84.0

8 R EEIwW Fh L & | 0.01 81.5 0.93 87.6

9 HKEP1 IEnvl & 0.01 84.1 0.92 91.4

10 |(Zi7zF+vE Tk 0.01 91.3 1.00 91.3

11 [fEYwW k< b 0.01 85.1 0.92 92.5

12 |KEWP1 k< k 0.01 88.1 0.88 100.1

13 |ZIoxF vk INE 0.5 73.2 0.98 74.7 1015 FURIE
14 |REHW INE 0.5 93.3 1.01 92.4 10157 FURIE
15 |+cstigPl INE 0.5 91.6 0.99 92.5 1015 R FRIE
16  |ZIoxF vk KB 0.1 77.1 0.93 82.9 S5{ERFBIE
17 |REW XK= 0.1 86.4 0.98 88.2 S5{ERFBIE
18  |[{k#EP1 X=E 0.1 88.7 0.95 93.4 S5{EFAFBIE
19 |(ZiozFtvEk EFhivl & 0.1 89.2 1.00 89.2 S5{EFHFBIE
20 |R#Etw IEnvl & 0.1 91.9 0.99 92.8 5 & FRAIE
21 |[R#EHP1 FnvL & | 01 92.7 0.99 93.6 5% % BRI E
22 |ZLoxF+tEvk kT R 0.05 92.2 1.00 92.2

23 |[KEwW k< k 0.05 87.8 0.94 93.4

24 |REP1 k< b 0.05 86.3 0.92 93.8
SE |7z Ftvk INE 0.01 78.3 0.88 89.0 AR J—IUFELNAF BN
£  |KEiw INE 0.01 86.5 0.98 88.3 AR )= LU AFEN
£ |KBYP1 INE 0.01 92.6 0.99 93.5 B — ULV AFEN
B% |[JILJzFtvk INE 0.5 89.4 0.98 91.2  |m/-wmonaem osmrme
£ |[KBEW INE 0.5 93.2 0.99 94.1  |m/-wmonaem. osmrmE
sE  |[KHMP1 INE 0.5 92.1 0.97 94.9  |m/-wmonaem. oEnrmE
sE |z tvk KB 0.01 83.6 0.98 85.3 105 & FUAIE
&  |KEHwW = 0.01 87.7 1.00 87.7 104575 BRI E
& |KEYP1 XK= 0.01 87.6 1.12 78.2 104575 BRI E

Mttb=< k) O RRIMZEDE—VEE . BEFREOE—VEE
WEEE=KE Mttt

-18 -




4. Z O OFRBRIEREHZ BE S 2% FIH

(1) H T AW DR

7 h=FULTHRE L7 BEERE CREDOBD B RO, T AZWET D AREERE Z b
722 ehn, UMNOEREIToT,

HTARBECTE h=RrUL5mL &AL, 20mg/L A ¥/ —/VIRKE 10 UL 22 THRALT v 7 A
X —THER, 10 50KiE L, FERE®R, —HE2T I AL T B L. (A) o R0 OIREZHET,
LIS ToRBEIZ S ML OHBEETA Y J— & AT 5 pERER L, ZO—E T 7 AA
T LIZ (B) o AL BZENETNME LR, BINEICHT DRI, 7v7 =Ty ME
A;98%. B; 1%, fN#PIWIXA;63%. B;30%., fN##PLIZA; 15%., B;81%&7eh, 7&h
= MU RIE TR Z AW AE T HZ E2BMHT DR E R oTe, B, T AL TR
AE RSN TS T2, WEPEZICS ol B b,

(2) 7 b Al T OBERITE DR

BRI, T b, EIERIE R ISR T D HIEE R D TEE o T2, BRIk (4) IR SR
DORFICRid L7z & B0 | BREEIEE n-~F 3o B = T L & I O RICGEN B4 C/nso
Too TA YT I T LMD HEGBRE LT, BIRIIEEAELAT 5 OITEMENEMEC R D L&
LRI,

WIZ, T N ANHZEZOEERBE L TT 2 b 2FRE& C18 I =4 7 AZER L TR 5 k%
Rt U7z, KREIC— A SRR CREMEIR 2 VRN, 7K 20 mL £ 7213 2 vol % % 20 mL % ¥#s/1 L T 30
SHUER ., 7 b THIM, A 200mL EA L, £ O 20mL Z 43 H L CIRERRAME LA 2mL & L
77e ZOWE, CI8 S=DTLNTH (AZ ) =)L, RONTKTaryToya=rr7Lizbo) (2@
WLUTRRIL LS & Len, HESE DR OESEBIERREEZ 72, C18 I =4 7 AN X THLB 2 =
HTH (AB = WNTOLVOI%FEECTarT4a=v 7 Licbd) LA, Cl8 2
=T DL VITEEENRE o720, S =8 T A EOWREIZIMATFREWNTZEF I T LNITA LRV REL
Elpolz, MELTHDZEHIFINC A T DT LIAATED, 2 9 Wo i EOEWTHPMLEY OlH
IZZENET D Z ENBE SNz, TD% HLB 2 =47 A2 0.1 vol%XWaH [KEONAX ) —)L
(7 :3) H#K] 10 mL Z@ik LTI/, Bk L TR EBRW %, 0.1 vol% iz - A ¥/ — VK 15
mL TIEH L., WK Z M L C0.1vol%XHE « A% ) — IR T 1ImL @R L CHRIE Lz, & OfsHE
ERALIR LI, ZORRND, ZOERMTITERA R0 Ll Lz, £, B HEV B
LTV T, MO FEERETT A& E L, 2B, ZOMENGIX, MHRFORMET M - B0
W BAFE BB CE o7,

#11 7t i —HLB 2 =7 7 L OBEHEE (KT)

INT = FEy bk INEIEZA K Pl
EiiSsES LR EIES Mt Lt EIES Mt Lt (AN =R % Mt Lt
Hh RS 67.9 0.825 70.0 0.811 74.9 0.921
XA SR 81.1 0.953 60.8 0.746 73.3 0.889

Mt b=~ bV v 7 ATRNERED & — 7 [ EBUEHED v — 7 [HifE

(3) 7t b=k VU TOBRESRGORKET

# 2, K3IKOFHRDOH 7 AW OMERAER . 78 =k U LTI ORI B &
HEZBZONTEN, KEDIRIRETIIFBEEAT HRMETHIITREUILTE D ATEEMERH o727, F
FRiAtE 7' = b UV THIH L, AT CKRERR =%, C18 S =4 7 LA KN GC/PSA X =1 7 L TH
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W5 HE (WL XA~ MEICI8 2 =7 L&) ZMEt Lz,

¥, MEROEAERE Z L OREHE RIS OWTIEIRIR T 5,

/N R OVR T 2 vol % % 20 mL % T 30 sy fiE s, 1 E4v Lk KOV b~ i 20 vol % ik 2
mL ZMx7=%I2, 7' =K VU LT, fiHk% 100mL & L7, Z4vak 20mL s3He L, ik K
VA6 gKLUKIOMLZMATIRES L, DBEL7-KEZET, 72 b= NI VE@asRoTo, /M2
FOKGIF, ClI8 S=hF L (FEhr=hUrarFoia=v7) 7k h= M) VEBEZERERTEA
L. 0.1vol% ¥ - 7& b= K U /L¥HK 5mL CHH, 2 HIRICIEKGEE T MY O L%z THiK L
7o BENWLEKRD M MITE =N VBEZZEOEERAK Lz, BAEET MY U7 AOFFIZIE
0.1vol% ¥ - 72 b= MU WK A Ao, £ D%, K 2mL £ THME L7z, GCIPSA X =017 L (T
Th=hUvarssra=y7) ICZOREFEAL, AX /—/6mL, TVE=TKEKORAZ ) —
Jb(1:99) JR#K 10 mL THARYEH L, SR AN L CA ¥/ — /L C/hEKDKREIX 2mL, 13
WL EKLAOh~ MI4mL & L7z,

RKEKDPh~ b7 7 7 BHZOWT, 78 b= K U LR 20 mL (250 0.01 ppm FHY & 72
L X OBEERIRZRINL, ZOROEBEZITV, BIDREZHE LT A, X121 T LB ilin
Bk RN E oz,

#12 7t h=1FUAHIH =T - GC/PSA I = T LRERLOMEHE R

PRI i R w K Pl
B Bl =R % Mt tt [ % Mt b EINEsTA Mt Lt
KE 77.7 0.987 90.6 1.04 92.5 1.14
F= b 105 0.840 85.9 1.03 106 0.974

Mtit=~ hU v 7 ZYPNIEHED &' — 7 e/ PSS AED v — 7 [Hifd

FO#%, ZOHFIECHEIMEIGRBRZ T fER, 707 =)ty MIOWTIE, B 73.9~89.7% &
BER B Th o T2 AR WIZ DWW T IEH Lk O SEEE IR EEIRANTC 72.9% & BAE{E D 70~120%
e L7, O 41.8~68.4% EARVMETH - 7=, i PLIZ W Tk, iEW L x o JLUEE
PEERINT 79.8%. b~ M OREMEEERERINT 72.3%, —EEMERERINT 72.0% & HIEMEO 70~
120% Z i /& L7273, Z DML 53.7~64.6% LIRVWMETH ~ 72, £ 12 OFERE ZOFMRNL, Tk B
= MUV X DB ERRICRER H D LB 2 b,

(4) VABCRRVE S O R

F A3 IRTERMET, FALAWMD 2 mg/ll A % J —VIRE 0.1 mL 2 k) B U o AEIRICHEI L <
10 3R & S 24TV, AiE 2 2 T EOKEREE T b U ¥ A CRIKZICmE 12 2 CHRAE.
2 BRE LT BISK RO A Z 7 —)b (10 1) IRIRICERE L CRIE LT,

FRZR BIR LI, B LT ROSRMETHREMW PLIZOW T B2 BN S 720
of:o

WIS, T AV LNT D5 UCHBEAH X 2 7EEmE Uiz, K4 mL iz, Z{LE9 0.4 mg/L
0.1vol% ¥ - 7 F K 01mL 2Nz, HfbF Y U A 1g ZEETL D%, SmLRFFHDO 7 A
V3T MTARE, 10 FHE% . 0.1vol% X - FEfE = T LERIR ORI S8, A IR A IR L A
X ) —)VERLTHE L, TORE, 0.1vol% X - BT F /LA 20 mL T &P & bl
HTEXHZEnborolc, BT, A YU LT LA5HWT, I n-~FW 2@k Lkt il
EAT 2721212 0.1vol % ¥k - Bilie—F VIR CHIL A EZ RN S5 HEERFI LR, 717 =
Ty MIn~FH U TEREEND Z LMY RIRHCBIE 24T 9 OIXAR AT HE & Il L=,
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K13 RBERIA SR O RRE R AR (B %)

PRI EAR S A e A R W ) Pl
10 w9 kT U o A& 20 mL 101 . 0
Wi F /L 20 mL T 1 [EfHH
10 wh% AT B U o APAHE 20 mL 1[EH 87 1EH 0 1EH 0
+ U A% 1 mL 2HE 0 2[EH 0 2[\H 0
n-~F%H 2 20 mL T 2 [alfiH At 87 s 0 it 0
10 w9 kT U o A& 20 mL 1[EH 92 1EH 89 1[E[H 48
+ U A% 1 mL 2HE 0 2[\H 1 2[EH 10
WEf—F /L 20 mL C 2 [Fl$hH it 92 it 90 #t 58
fafnEib T N U U AP 20 mL 1[EH 98 1[EH 76 1[EH 36
+ 0 ABE 1 mL 2EHH 0 2FHH 0 2[FIH 6
WEfe— /L 20 mL T 2 [l At 98 s 76 i
10 wh% AT B U o APA#E 20 mL 1[EH 98 1B H 87 1[EH 43
+1 mol/L ¥ 0.2 mL 2\H 0 2HH 4 2HH 9
Wiz /L 20 mL T 2 [EHhH 98 it 91 it 52
fafniEib ) b U o AVARR 20 mL 1[5H 98 1[FH 82 1FH 14
+1 mol/L ¥5f#% 0.2 mL 2HH 0 2[HH 0 2FE 0
WEfe— /L 20 mL T 2 [alffH At 98 it 82 it 14

(5) EHTEA DM

WEAETE b= UV L, SR ZSBR L THETIC L W K EZRET S Z E2MEL TR L
776

HEOTE b= U AR AT, 78 =RV AKOUK (4:1) (B 20mL £72137 & b=
MUK 2vol% e (4:1) JRIK 20mL 2, B LB 20 mg/l A & 7 — /VEHE 10ul Z 30 L,
# 14 R LT RMClifr 21T -7, TR h=hNUVBEZNZNEM L, A ¥/ — /L TEXRL T
E LT,

FEREZR 14 1R LT, 7072y MIKSEME b RBAFCEINTE 7223, MM TG
IRZ E A ERIR S 2D o T, BEESM TR B T E 7203, KB Z W & BIEENME N5
AREMES B B & B, FhHIE 20 mL (2% LK 10 mL KO LT B U 7 A 6 g IO S8 AT &)
Wr 7=,

K 14 BT SRAF OBERR ([E %)
HT S In7=Fty | EHPHW G Pl
T = FUAKRUUK (4:1) IR 20 mL 101 . )
+7Kk 20 mL+NaCl 10 g
T h=FU LR 2 vol% KR (4:
z%% R UL 2 vol% e (4:1) 104 o6 9
JE#% 20 mL+ 7K 20 mL+NaCl 10 g
T F=RFU VK2 vol% X/ (4:1)
JER 20 mL+ 7K 10 mL+NaCl 6 g 105 103 100
= Jr N o, > e .
712_]\ F U VK2 vol% X8 (4:1) 100 98 08
1R 20 mL+7K 5mL+NaCl 4 g

(6) WifeH LD
T h= MU IUANFY USEIC L DBABICOW TR Lz, BEto 7% = F U Lk 2B L
TEDOFEEBIEEIEEZITO Z L 24E L, AKONHFET D54 THRTT LT,
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KEMLAZEALED 20mg/L A % J — VIR 10 ul Z W L=, n-~FH > 30mL 21z, n-~
FH M7 F=RFUL30mL A2 M2 T10 pMRE SFH L, 7 =MV VEE IR LIZE,
N-~F Y U EICHE n-~F P a7 h=h UL 30mL 2z T 10 R E SR L7z, A 5mL
22T 2vol% X 5mL 2 WV CRBRICERIE L 2 H8Ic oW TbEt L7z, &7 b= VEE
BEHEL, A% —ERLTHIE L,

FEREF ISR LT, 1EIOSETIEZ V7 =7 & v FORIERALLEN A, 2 [ O/ EL TEAL
A e bREINTE 5 LEX BT,

#15 T bh= b USFH ST ORGSR (]I %)
P i T K W K Pl
1[E1H 87 1[EH 91 1[EH 93
oS 2HH 5 2HH 0 2HH 0
i 92 i 91 i 93
1[EIH 90 1[EIH 94 1[EH 95
X EEEATE S 2HHE 5 2FE 1 2HEH 1
2t 95 &l 95 2t 96

(1) 717 BRSO

FFEI=H T LEHNT, LAY OEHER 2, HREEEZRE L,

fER AR 16~23 1R LT=,

ClI8 I=HhT7LTiE, £16DFEREZL LI, TR M AESH D WET & b= b U L% oK
FUEERF LIz, R161TRLIZERBD | EERKTIL0.1vol% X - 7 b=k U LIEE CIREHY
DRy Tl 728, sl 2 @i L7 855813 0.1 vol % 8. « 7 b=k U /L¥# 5 mL
TR bR B T & T,

GCIPSA R =H 7 LTI, RITITRLIEEBY, KEORAH 7 —/v (1:2) K 40 mL THLE
e bR Z &b, RO X ¥ ) — Ui % O % £/KTHIR L T GCIPSA 2
=T KCEALTERT 2 HELRF L, KREOAZ 7 — ) hiHiR (ZORFCiE10g %2 A ¥
J =L 100mL ERL7=H0) 20mL 2K 10mL 22 CTRA L. &28% GCIPSA 2 =17 A
IZHEAN, TUE=TRKEORALZ 7 —)v (1:99) Bk T 2 ka7 n, 3fbame bize
A EITE e o7z, R 10 mL 12 0.1 vol% ¥ EE 5 mL 2% CHEAT D IEICEZ L 2 A,
TN7 =y MIKI 80%. R W R O PL 13K 30% DRI & 7e - 7=, i i 47
TEHMBEORET, BN I =h T MR SN K Ao bD EEZ BN,

HLB =774 (F18) . WAX I=AT L (F19) . YIUBFLI=HT A (F21) | SAX I
=HhTh (F22) Tk, 77Tty FERBHOFEHNRLRD . TG EZRIFFCENNTE 55
THETIXERN RN o TRVWEEZ LN, WAX S =0T A2 HNWT, KED A% 7 — N iHikIc
SONT, KEORAZ /=L (1:1) BIETHE., 7oB=TAKKRRAZ J—/L (1:99) JRIETHH
SHLHEERIT LN, BEOBY BERETER)1o7,

MAX =77 4 (£20) Tk, REHW 2B HTERholc, 77774 M=K I=h7
L (F23) IZoW\TiX, 25 L LTHER LT,
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F16 C18 =0T L6 DOHALE Y OV R

(m =R %)

Vi 1P T | Rt w | (s Pl
(T Fr=hIATarsqsa=r7, 25mgLo.l
vol% X% « 7k b=k U /LIEHZ 0.1 mL Afaf)
0.1 vol% Xt - 7 b=+ U LIAHK 0-5mL 97 0 0
5-10 mL 0 2 6
10-15 mL 0 5 15
15-20 mL 0 6 14
20-25 mL 0 6 10
25-30 mL 0 5 8
At 97 24 53
(T F=hIATars4a=r7, 25mgLo0.l
vol% X% « 7& b=k U LIEHZ 0.1 mL A faf)
0.1vol% X - [T h=hr VU L/K (9:1)] ¥ 0-5mL 93 60 132
5-10 mL 1 35 1
10-15 mL 0 6 0
15-20 mL 0 3 0
20-25 mL 0 2 0
25-30 mL 0 1 0
At 94 107 133
(AH ) —=N=2vol%FmTarys4va=r7, 20
mg/L A % J — VIR 10 pL A fir)
T b2 vol% KR (1:5) 0- 6 mL 0 0 0
7K 0-4 mL 0 0 0
AH ) =)L 0- 3 mL 97 86 93
7t 97 86 3
# 17 GC/PSA 2 =0 T LB DOEACEW DOV R (A %)
Vi HH T |t w | fa 1
(7 ‘/%\277}0[7?\]\: N2 2= (3:1}] (1:99)
Tarys4va=r7, 20mg/L A¥ ) — VIR 10 uL
ATT)
ToE=TKITE =Y/ L (3:1)] 0-5mL 97 0 0
(1:99) 5-20 mL| 0 0 0
it 97 0 0
(RH ) —)L—KIAH ) —)L (12) Tars4a=y
7. 20mg/L A X J — VIR 10 uL A fir)
IKIA B 7 — (1:2) 0-40 mL 0 0 0
TUR=TIKIAL =)L (1:99) 0-5mL| 108 98 105
it 108 98 105
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#18 HLB X =1 7 A5 OFALA W OV HIIR I (A %)
v 2t T | Rt w | (s Pl
(7 F=1FU =01 vol% X - [7& h= KU //K
19 ]k CarF1ra=r7 20mg/ll A% ) —
JVERIE 10 pL AfiF))
0.1vol% X « [7& h=br UKk (1:9)] ¥R 0-20 mL 0 0 0
0.1vol% X - [T h=hr VLK (1:1)] ¥ 0-5mL 0 102 102
5-10 mL 58 1 0
10-15 mL 40 0 0
15-20 mL 1 0 0
Z 99 103 102
(AH ) —N—KTarssra=rr, 20mg/L A%
J — VAR 10 uL A 7))
7K 0-10 mL| 0 0 0
KIAH )= (9:1) 0-5mL 0 0 0
5-10 mL 0 11 0
KIA R ) —v (7:3) 0-5mL 0 80 85
5-10 mL 0 1 10
KIAH 7 — (1:1) 0-10 mL| 0 0 1
KIA R ) —v (3:7) 0-10 mL| 0 0 0
KIAH )= (1:9) 0-5mL 88 0 0
5-10 mL 15 0 0
Z 103 92 96
(AF ) —=N—KTarTsva=rr 2mgl A%/
— VIR 100 uL B fir) )
0.1 vol% P « [/ A% /7 —/v (7:3)] &Ik 0-10 mL| 0 0 0
0.1 vol% X[ « [/ A% 7 —v (1:1)] B 0- 5 mL 0 0 0
5-10 mL 0 36 4
0.1 vol% XMg « [/ A% /7 —v (3:7)] IR 0- 5 mL 0 60 91
5-10 mL 0 1 2
0.1 vol% XMg « [/ A% /7 —v (1:9)] &R 0- 5 mL 81 1 1
5-10 mL 8 0 0
0.1 vol% g « A ¥/ — VIR 0- SmL 4 0 0
5-10 mL 1 0 0
il 94 98 98
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#19 WAX 2 =07 L5 DOFALEMDOTEHIRI (EIXFEY%)
v 2t T | Rt w | (s Pl
(AH ) —N—KTarsasra=rr, 20mg/L A%
J — VIR 10 pL Bir)
7K 0-10 mL| 0 0 0
KIAH )= (1:1) 0-10 mL 0 0 0
AB ) —)L 0-5mL 93 0 0
it 93 0 0
(RZ ) ——>T =T KK (1:49) Tars 3
=27, 20mg/L A X ) — VAR 10 uL A1)
T BT KK (1:49) 0-5mL 0 1 0
5-10 mL 0 1 0
TUE=T K IKIAK = (1:1)] (1:49)  0-5mL 0 74 80
5-10 mL 0 0 0
T =T IKIAH ) —v (1:49) 0-5mL 82 0 0
it 82 76 80
(AF ) ==K TarvTva=r7, 20mg/lL A%
J — VIR 10 pL Afif)
KIAH )= (1:1) 0-10 mL 0 0 0
TUE=TIKIAH ) —v (1:49) 0- 5 mL 89 88 87
&t 89 88 87
7220 MAX X =57 205 DEALEM ORI (EFEY%)
Vi et ST |t w | R
v b
(AF ) ==K TarvTva=r7, 20mg/lL A%
J — VIR 10 pL Bif)
7K 0-10 mL 0 0 0
KIA K 7 — (1:1) 0-10 mL| 0 0 0
AB ) —)L 0-10 mL 84 0 0
il 84 0 0
(XX ) —=N—=2vol% X Carysa="r, 20
mg/L A % J — VIR 10 pL A i)
2 vol% ¥ [z 0-10 mL 0 0 0
2vol% X « K/ A% 7 — (1:1)] Wik 0-10 mL 0 0 0
2vol% Xk « A X ) — VIR 0-10 mL 86 0 92
i 86 0 92
(AH ) —=—>T =T KK (1:49) TarsF 43
=27, 20mg/L A X J—)VIFKE 10 uL Afaf)
T =T KK (1:49) 0-10 mL| 0 0 0
TUE=T K KA —L (1:1)] (1:49)  0-10 mL 0 0 0
T BT IKIAL ) — (1:49) 0-10 mL 17 0 0
it 17 0 0
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#21 VUBTNI =T B EDOFKAEEMOERHIRIL (B E%)
v 2t T | Rt w | (s Pl
(n-~FH o Tcarsora=r7,04mg/Lo.1vol%F
B2 - 7% FBHR 0.1 mL ATT)
0.1vol% X% « [7& kv /n-~FH¥ > (1:9)] K 0-5mL 7 0 0
5-10mL| 96 0 0
10-30 mL 0 0 0
il 103 0 0
(0.1vol% X2 - Fifp = F VISR Car T 1 a =7,
0.4 mg/L 0.1 vol% ¥ « 7% b ¥ 0.1 mL &)
0.1vol% 2 - Wil —F LRI 0- 5 mL 98 0 0
5-10 mL 0 0 0
0.1vol% XMz - [7 & b /i F /1(1:1)] ¥%i#K 0-5 mL 0 0 0
5-10 mL| 0 0 0
0.1vol% XMz « 7& b R 0- 5mL 0 0 2
5-10 mL 0 0 39
0.1vol% XM « [T b/ A% J—(1:1)] ¥R 0-5mL 0 96 54
5-10 mL 0 2 1
il 98 98 96
# 22 SAX 2= T L) b OFALEMOIEHIRDL (EIE%)
i HH A TR | e w | e
h-~FVoTarssa=r7, 20mgll AX ) —
JVYAE 10 uL A fh7)
7 hrn-~FH e (1:9) 0- 5mL 96 0 0
TE R 0-5mL 0 0 0
AL )=l 0-5mL 0 0 0
TUE=T KA =L (1:99) 0- 4 mL 0 93 89
il 96 93 89
#2 TIT7T77A MH—R I =0T L0050 LEM ORI (E =R %)
it o |t w | i P
(0.1vol % FE- 7 & h ARE T LT (v a =704
mg/L 0.1 vol% ¥ F% « 7t b+ A 0.1 mL A7)
0.1vol% ¥z - 7t b Uik 0- 5 mL 97 34 90
5-10 mL 0 36 6
10-15 mL 0 11 1
15-20 mL 0 4 0
20-25 mL 0 2 0
25-30 mL 0 2 0
i 97 89 97
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5. B

TNT7 2ty FROZEORECONT, BEE, JHMTRE L b RGRFER/TONTEY , 4FA
BLERBRENGREEZ LN, 1217 L., DRICOWTIL, HRETORMER IS H®w 2 H v . C18 2
=T LANFEAT HEOWNIABLDFIEIC I > TRIERIZENEL S Z ERBRE SN, £, K20
TNT Sy MZOWTE, v N v 7 AOEBETEHENMRD ERD EEZEZ LN, SLICHNLES
D BIFIERPE LI,

BALAM O EREPFIZ OV TIX, 0.01 ppm FIEFO B GHTRE NI HEIZ#E S L, 2>, SIN
10 LA ERE SN2 EnD . 0.01 ppm & E &R & U CRRE ATHE & M L7,

(s am]

BEDFROTZ VT xSty NERORZEORBHOSHTIEE LT, BlLEMERAENG A ¥ 7 — /L Thi
L.C18 =4 T AKWGCIPSA 2 =517 LA THHR L, LC-MS/MS TE &K ORI 2 HiEZ2B% Lz,
B L7oakBih 2 /2, KE, WLz kO b~ o 4 BBICHEHA LR, 7v72F 8y hOE
FEIE 70.6~92.2% ., RE#W W DOEFE1T 80.1~93.3%., Ui P1 OHEJEIE 84.1~97.0% TH v | i B4T
RRERNE O, Fo, TEIEALE LT, 0.01ppm 2R EARETH D Z LD HER S NT=,
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F3:MRM of 2 channels,ES+
364.07 > 194.06

-5 ST min

F3:MRM of 2 channels,ES+
364.07 > 152.03
.894e+002

14.21

-5 TR min
13.00 14.00

A A/A v

F3:MRM of 2 channels,ES+
364.07 > 194.06

95‘; 2.621e+005
%

'5 |||||||||||:||I|||||min

F3:MRM of 2 channels ,ES+
364.07 > 152.03

95_; 412e+005
"5
] l

-5 S min
13.00 14.00
AR

F3:MRM of 2 channels ,ES+
364.07 > 194.06

95‘E 3.539e+005
%

] |
-5 |||||||||||:||I|||||min

F3:MRM of 2 channels ,ES+
364.07 > 152.03

95‘; 3.204e+005
%

|
-5 |||||||||||:||i||||min

13.00 14.00

PRYETAE

INLT7zFEy
F (E&) m/iz364—194
T (EME) mlz 364—152

X4 /NWNEOIVa~ T T A

F1:MRM of 2 channels ,ES+
7.98226.00 >137.96

95 N

766 .331e+003
%7231 _9.08
-5 LI L L L min

F1:MRM of 2 channels ,ES+
7.80226.00 >109.92

95 2 66 2.326e+003

%] N\f| 848, gso

-5 LI L L L min
8.00 9.00

A A

F1:MRM of 2 channels ,ES+
8.08.226.00 > 137.96
95 1.274e+004

8.52.8.65
-5 S min

F1:MRM of 2 channels,ES+
8.09.226.00 > 109.92

95 1.272e+004
8.47 9'91
-5 ST min
8.00 9.00
AEUEL

F1:MRM of 2 channels,ES+
8.11\226-00 >137.96
95_; 1.394e+004

%

'5- |||||||||'|||||||||||| min

F1:MRM of 2 channels ,ES+
8.11.226.00 > 109.92

957 1.399e+004
%]

-5 |||||||||'|||r||||||||| min
8.00 9.00

PRV

) W
 (E&) miz226—138
T (&) miz 226—110

AUEHF 0.01 ppm 8

-28-

F2:MRM of 2 channels,ES+
8.15301.95 >283.99
95 2.933e+003

%

-5 T min

F2:MRM of 2 channels,ES+
755 301.95>110.93
7.256e+002

8.68

7.70
/

-5 TSR min
8.00 9.00

A A/ A v

F2:MRM of 2 channels,ES+
8.15301.95>283.99

95 2.979e+004
%7.48

~ 7.84
-5 T min

F2:MRM of 2 channels ,ES+
8.14§01-95 >110.93
95 1.169e+004
%
7.49

-5 ST T min
8.00 9.00

AR

F2:MRM of 2 channels ,ES+
8.16301.95>283.99

957 3.018e+004
% 7.18
E / I

'5_ ||||||||||I|||I|||||||| mln

F2:MRM of 2 channels ,ES+
8.16301.95>110.93

95_; 1.117e+004
"
1 |

-5 ||||||||||'||:|||||||| min
8.00 9.00

TR YETRI

) P1
 (E&) m/z302—284
T (&EM:) miz 302—111



F3:MRM of 2 channels ,ES+
364.07 > 194.06

min

F3:MRM of 2 channels,ES+
364.07 > 152.03

-5 |||||||||||||||||||min
13.00 14.00

A A/A v

F3:MRM of 2 channels,ES+
364.07 > 194.06
957 2.324e+005

%

'5-|||||||||||:||I|||||min

F3:MRM of 2 channels,ES+
364.07 > 152.03

957 2.114e+005
%-

-5 = min
13.00 14.00
AR

F3:MRM of 2 channels,ES+
364.07 > 194.06

95_; 3.170e+005
"
] |

'5 ||||||||||||||I|||||min

F3:MRM of 2 channels ,ES+
364.07 > 152.03

95_5 2.865e+005
-
] I

-5 SR min
13.00 14.00

PRYETAE

INLT7zFEy
F (E&) m/iz364—194
T (EME) mlz 364—152

K5 Keormn~< 77 A

F1:MRM of 2 channels ,ES+
7.72 226.00 > 137.96
}.98 1.325e+003

_9.05

7.51
AN

-5 LI L B L min

F1:MRM of 2 channels ,ES+
7.80226.00 >109.92

-5 LI L B L min
8.00 9.00

A A

F1:MRM of 2 channels ,ES+

8.01..226.00 >137.96

95 1.145e+004

%
TIYL 876

'5 LI I mln

F1:MRM of 2 channels ,ES+
8.00._226.00 >109.92

95 1.092e+004
% 7.76
N 8.77
-5 T min
8.00 9.00
UIEE

F1:MRM of 2 channels ,ES+
8.03.226.00 > 137.96
957 1.237e+004

%

5- T Min

F1:MRM of 2 channels ES+
8.03.226.00 > 109.92

95‘: 1.122e+004
%
'5_- LN LN BN UL min
8.00 9.00
FEYETAIR
R W

F (EE) miz226—138
T (&) miz 226—110

AUEHF 0.01 ppm 8

-29 -

F2:MRM of 2 channels ,ES+
_71.20 301.95>283.99
95 2.578e+003

%

-5 TTT T T T T T[T T TTTT]T min

F2:MRM of 2 channels,ES+
750 301.95>110.93
_7.54 3.478e+002

8.76 _9.11

LI L LI L mln
8.00 9.00

A A/ A v

F2:MRM of 2 channels ,ES+
8.08.301.95 >283.99

95 2.479e+004

% 8.38 9.05
/ /

-5 TTT T T T T T[T TTTT]T min

F2:MRM of 2 channels,ES+
8.09.301.95>110.93

95‘E 1.140e+004
%
1 7.46 8.64
-5 TSR min
8.00 9.00
IR s

F2:MRM of 2 channels,ES+
8.09.301.95>283.99

9579 2.735e+004
%
17.28
1

= ! .
-5 T min

F2:MRM of 2 channels ,ES+
8.09.301.95 >110.93

95_; 1.186e+004
%

-5 ST min
8.00 9.00

TR YETRI

) P1
 (E&) m/z302—284
T (&EM:) miz 302—111



F3:MRM of 2 channels ,ES+
364.07 > 194.06
95 .131e+002

% 12_80}3.14 _13.76

-5 |||||||||||||||||||min

F3:MRM of 2 channels,ES+
364.07 > 152.03

-5 |||||||||||||||||||min
13.00 14.00

A A/A v

F3:MRM of 2 channels,ES+
364.07 > 194.06
95_; 3.362e+005

%

] |
-5 |||||||||||'||:|||||min

F3:MRM of 2 channels,ES+
364.07 > 152.03

95—E 3.066e+005
%-

-5 = min
13.00 14.00
AR

F3:MRM of 2 channels,ES+
364.07 > 194.06

95_; 3.906e+005
"
] I

'5 ||||||||||||||I|||||min

F3:MRM of 2 channels ,ES+
364.07 > 152.03

95_5 3.631e+005
-
] I

-5 SR min
13.00 14.00

PRYETAE

INLT7zFEy
F (E&) m/iz364—194
T (EME) mlz 364—152

F1:MRM of 2 channels ,ES+
7.90- 226.00 >137.96
95 4.381e+002

-5 LI L B L min

F1:MRM of 2 channels ,ES+
7.85. 226.00>109.92

95 3.78§1e+002
% _8.99
-5 LI L B B min
8.00 9.00
77 >0 iRE

F1:MRM of 2 channels ,ES+
7.98..226.00>137.96

957 1.480e+004
%

'5 ||||||||I|||I|||||||l|l mll’]

F1:MRM of 2 channels ,ES+
8.00._226.00 >109.92

957 1.337e+004
o0
5-

T Mmin
8.00 9.00

AINECEE

F1:MRM of 2 channels ,ES+
7_98\226.00 >137.96

95_; 1.704e+004
o0
5-

T Min

F1:MRM of 2 channels ES+
7.99.226.00 >109.92

95_; 1.643e+004
-
5-

T min
8.00 9.00

PRV

) W
F (EE) miz226—138
T (&) miz 226—110

K6 IZnWwLrorzu~ 77 3B 0.01 ppm #8324

-30 -

F2:MRM of 2 channels ,ES+
7.34 7 83301.95 >283.99
95 ' 2.181e+003

-5 TTT T T T T T[T T TTTT]T min

F2:MRM of 2 channels ,ES+
7.39 301.95>110.93
3.039e+002

/8'31/8.93

LI L L L mln
8.00 9.00

A A/ A v

F2:MRM of 2 channels ,ES+
8.06.301.95>283.99
3.658e+004

% 7.85
N\

-5 TTT T T T T I [T TTTT]T min

F2:MRM of 2 channels,ES+
8.06.301.95>110.93
957 1.560e+004

%

-5 T T min
8.00 9.00

AR

F2:MRM of 2 channels,ES+
8.05.301.95 >283.99
95 4.283e+004

%

-5 T min

F2:MRM of 2 channels ,ES+
8.06.301.95>110.93

95_; 1.809e+004
%

-5 ST min
8.00 9.00

TR YETRI

) P1
 (E&) m/z302—284
T (&EM:) miz 302—111



F3:MRM of 2 channels ,ES+
364.07 > 194.06

%412.51 13.63
] AN

'5_-|||||||||||||||||||min

F3:MRM of 2 channels,ES+
364.07 > 152.03

-5 |||||||||||||||||||min
13.00 14.00

A A/A v

F3:MRM of 2 channels,ES+
364.07 > 194.06
957 3.670e+005

%

'5-|||||||||||:||I|||||min

F3:MRM of 2 channels,ES+
364.07 > 152.03

95—E 3.369e+005
%-
] |

-5 =R min
13.00 14.00
AR

F3:MRM of 2 channels,ES+
364.07 > 194.06

95‘; 3.935e+005
%

'5 ||||||||||||||I|||||min

F3:MRM of 2 channels ,ES+
364.07 > 152.03

95“; 3.604e+005
"5
] l

-5 SR min
13.00 14.00

PRYETAE

INLT7zFEy
F (E&) m/iz364—194
T (EME) mlz 364—152

M7 Fr~boro~ 7T A5

F1:MRM of 2 channels ,ES+
226.00 > 137.96

95 1.209e#003
9%17.672.76
-5 LI L B L min

F1:MRM of 2 channels ,ES+
7.78226.00 >109.92
1.195e+003

9.08
/

7.71
L 818

LI L L mln
8.00 9.00

A A

F1:MRM of 2 channels ,ES+
8.09.226.00 > 137.96
95 1.553e+004

%

-5 LI L B B min

F1:MRM of 2 channels ,ES+
8.09.226.00 > 109.92

95 1.496e+004
%
7.76
-5 TSR min
8.00 9.00
IR

F1:MRM of 2 channels ,ES+
8_09\226.00 >137.96

95_; 1.848e+004
%

-5 ST min

F1:MRM of 2 channels,ES+
8.10.226.00 > 109.92

95_; 1.693e+004
%

-5 SR min
8.00 9.00

FEVEVRIR
) W
 (E&) miz226—138
T (&) miz 226—110

AUEH 0.01 ppm FH 2

-31-

F2:MRM of 2 channels ,ES+
_1.21 301.95 >283.99

7/ -8.40_9.00

LI L LI L mll’]

F2:MRM of 2 channels,ES+
755 301.95>110.93
6.914e+002

8.13
7.88/ 8-9;8.98

LI L LI L mln
8.00 9.00

A A/ A v

F2:MRM of 2 channels,ES+
8.13.301.95>283.99
95 3.899e+004

7.21
% /

-5 TTT T T T T T T TTTT T min

F2:MRM of 2 channels,ES+
8.14.301.95>110.93
95 1.675e+004
%
7.48
STSFETT e min
8.00 9.00

AR

F2:MRM of 2 channels,ES+
8.16301.95>283.99
95 4.524e+004

%

-5 e min

F2:MRM of 2 channels,ES+
8.16§01.95 >110.93

95‘E 1.986e+004
%
'5_- LR LI UL B min
8.00 9.00
FEUETAIR
) P1

 (E&) m/z302—284
T (&EM:) miz 302—111



F3:MRM of 2 channels,ES+
364.07 > 194.06
957 .694e+002

%{1251 13.81(| 13.96
] AN

-5‘-....,....,....,.... min

F3:MRM of 2 channels,ES+
364.07 > 152.03

6.8646+002

-5 Tl T min
13.00 14.00
77 vk

F3:MRM of 2 channels,ES+
364.07 > 194.06
957 2.937e+005

%

'5-|||||||||||:||I|||||min

F3:MRM of 2 channels,ES+
364.07 > 152.03

957 .736e+005
%-
] |

-5 =TT min
13.00 14.00
AR

F3:MRM of 2 channels,ES+
364.07 > 194.06

95_; 3.566e+005
"
] I

'5 ||||||||||||||I|||||min

F3:MRM of 2 channels ,ES+
364.07 > 152.03

95_5 3.340e+005
-
] I

-5 ST min
13.00 14.00

PRYETAE

INLT7zFEy
F (E&) m/iz364—194
T (EME) mlz 364—152

F1:MRM of 2 channels ,ES+
7.99 226.00>137.96

95 AN

766 .599e+003
% _8.94
-5 LI L L L min

F1:MRM of 2 channels ,ES+
7.78226.00 > 109.92

95 2.672e+003
7.60 ({ 7.99
%] N\ || / 9,03
/
-5 LI L L L min
8.00 9.00
77 >0 iRE

F1:MRM of 2 channels ,ES+
8.03.226.00>137.96
1.435e+004

8.53.8.67
LI L L mln

F1:MRM of 2 channels ,ES+
8.03.226.00>109.92

95 1.356e+004
7.78
%
° N J\ 848 887
-5 ST min
8.00 9.00
IR

F1:MRM of 2 channels ,ES+
8_03\226.00 >137.96

957 1.430e+004
%

-5 SR min

F1:MRM of 2 channels ES+
8.02..226.00 > 109.92

95_; 1.184e+004
%

-5 S T min
8.00 9.00

PRV

) W
F (EE) miz226—138
T (&) miz 226—110

F2:MRM of 2 channels ,ES+
_7.13 301.95>283.99

95 3.057e+003
%

-5 T min

F2:MRM of 2 channels,ES+
745 301.95>110.93

95
781 5.233e+002
% 9.06
-5 T min
8.00 9.00
77 vy ik

F2:MRM of 2 channels ,ES+
8.09.301.95 >283.99

95 2.845e+004
% 7.86

N\ 8.49
-5 TTT T T T T[T TTTT T min

F2:MRM of 2 channels,ES+
8.09.301.95>110.93
95 1.194e+004

%
7.45

-5 ST min
8.00 9.00

AR

F2:MRM of 2 channels,ES+
8.09.301.95>283.99

95 3.148e+004
%

-5 e min

F2:MRM of 2 channels ,ES+
8.09.301.95 >110.93
1.248e+004

%

5 T T T Min
8.00 9.00

FEUETAIR
) P1

 (E&) m/z302—284
T (&EM:) miz 302—111

8 (BE) NEOI/u~ T T A AZ ) —ARVIARBINOEA B 0.01 ppm FHY
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F3:MRM of 2 channels ,ES+
364.07 > 194.06

95'; .089e+002
%

.

-5 ||||||||||||||'|||||min

13 fOI 14.42

F3:MRM of 2 channels,ES+
364.07 > 152.03

'5_|||||||||||||||||||min
13.00 14.00

A A/A v

F3:MRM of 2 channels,ES+
364.07 > 194.06
957 2.726e+004

%

] I
-5 ||||||||||||'||I||||| min

F3:MRM of 2 channels,ES+
364.07 > 152.03

95_; .452e+004
%

-5 = min
13.00 14.00
AR

F3:MRM of 2 channels,ES+
364.07 > 194.06

95_; 3.182e+004
%

'5 ||||||||||||||I|||||min

F3:MRM of 2 channels ,ES+
364.07 > 152.03

95_; .960e+004
"5
] L

-5 S min
13.00 14.00

PRYETAE

INLT7zFEy
F (E&) m/iz364—194
T (EME) mlz 364—152

9 (BE) kuovu~w 77 A 10 (EFRAIE

F1:MRM of 2 channels ,ES+
7.67 226.00>137.96

95 2.130e+002
%) 7.42
-5 LI L B L min

F1:MRM of 2 channels ,ES+
226.00 > 109.92
957 7.75481 2 99pe+002

9.06
/

-5 LI L B L min
8.00 9.00

A A

F1:MRM of 2 channels ,ES+
8.03.226.00>137.96
1.520e+003

F1:MRM of 2 channels ,ES+
8.03.226.00>109.92
1.238e+003

%
°{7.257.73]| 868474

-5 T T Min
8.00 9.00

AINECEE

F1:MRM of 2 channels ,ES+
8_01\226.00 >137.96

957 1.801e+003
%~

3 8.70_8.88
-5 ST min

F1:MRM of 2 channels ,ES+
7.99.226.00 >109.92
1.282e+003

8.21 8.79
/ /

-5 ST min
8.00 9.00

FEYETAIR
R W

 (E&) miz226—138
T (&) miz 226—110

-33-

F2:MRM of 2 channels ,ES+
_71.20 301.95>283.99
95 2.024e+003

%

-5 TTT T T T T T[T T TTTT]T min

F2:MRM of 2 channels,ES+
7.49 301.95>110.93
777 8.646,967e+001

LI L L L mln
8.00 9.00

A A/ A v

F2:MRM of 2 channels ,ES+
8.07.301.95 >283.99

95 3.487e+003
ol 18 9.08
-5 TTT T T T T T[T T TTTT]T min

F2:MRM of 2 channels,ES+
8.10.301.95>110.93
1.049e+003

8.679.17

-5 T min
8.00 9.00

AR

F2:MRM of 2 channels,ES+
8.09.301.95>283.99
4.816e+003

8.478.96.9.11

-5 T min

F2:MRM of 2 channels,ES+
8.11.301.95 > 110.93

957 1.362+003
%47.01 8,11
] |

/ {8;60
-SSR min
8.00 9.00
FEUETAIR
) P1

 (E&) m/z302—284
T (&EM:) miz 302—111

AUEHT 0.01 ppm FH 2



100- 11.38

l

| 7.67 9.37 9.58

10.69 |111.50 14.9215.49

13.28

% L

17.14 19.62

T T o e [ime
8.00 10.00 12.00 14.00 16.00 18.00 20.00
I
100 i14.9115_50
13.71 17.14
| 7.798.26 10.64 i T 19.57
O\O
O e e e ey Time
8.00 10.00 12.00 14.00 16.00 18.00 20.00
KE
100- 11.71
!
S 11.82 17.00
1 8.3z 9.72 13.47 14.85 16.44/' 19.5519.85
o1 Time
8.00 10.00 12.00 14.00 16.00 18.00 20.00
l XL ok
100~ 769 | 15.48
1 7.69 15.45| 1552
10.52 .
91159.38 052 11.46 13.26 18.4719_01 19.62
0\07
O e ey Time
8.00 10.00 12.00 14.00 16.00 18.00 20.00
k=~ k

K10 7o I7RElO =N A AT a~ NI T A
(A% »#iJH : 50~1000 amu, CV=10V)
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11.36

100+
17.14
1
<] 10.69 . 17.24
17.63 9.439.66 19.6219.92
o1 Time
8.00 10.00 12.00 14.00 16.00 18.00  20.00

INEE 3 AL ) —NVBRVIAZBIND Y6

11 (&%) 790 78BBO =2V AF 7o~ T T A
(A% &P - 50~1000 amu, CV=10V)
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