XA EIL BRIER B ICBIOMATH REELOTLOTHY, SBRIED F M IZERL
TEZHLLTEEWN, B, MG EONRE LB EIITE R RRIELOMICHIE D 5% &
WL A RIS R R BIE MBS T2 TR ELSIZS VN,

AR Y REERTE (BKEEWY))
DIRFTHG



[(FE]

AE PR (=1 IEE T - rIANALRR B LTI~/ a7 AR BisE2a 3oL, L1
HRE Lo CREAESNDME (AL )V AR A )V D) A Wi &3 5% Al Th
%o PHIZE S THRIE A R ESEAL L, pH 7T~ THBME DMK VIR A ME DN B EHZ e D, ik
~ET IS T T /by —~F 2O TEHKEDPOIRI b L, B
fg KL= LC-MS X IELC-MS/IMS Tl E T2 o ATiE 2 Mt Lz,

OCHgcy,

CHs
OCH,

0

_\\\O

A /A, R=H-
A /3 D; R=CHs-

—1 AE Y RO ER

AR ADYEIR
Sy fH#: 731.98
512 CuHesNO1g
S WK B RS A
Al 84~99.5C
ARAZJE: 0.00003 mPa (25°C)
log Pow: 2.8 (pH 5). 4.0 (pH 7). 5.0 (pH 9)
WAEYE: K 89 mg/L, ~FH> 0.45g/L, 7Eh 17 g/L, A%/ —/L 19 g/L,
7Eh=FJ/L 13g/L (20°C. pHITIKTE)
LEME: K53 fiE (DTs, pH 7.0) 0.93H
(H1#L The Pesticide Manual 15" ed., British Crop Production Council)
XOARHEFIL RBIER B IZRB TR R ELDIbDTHY | FABRIE DO £
IZEEL TS B LL TR, B, A EONAE L@ E /135 R BRIE L O RITHL
FEN L5 AR, B EI TS R BRIE MBS T A2 LT - BELTES N,
A DOVEWR
5y 1 & 745.98



53 F 30 CuHe7rNO1g

SBL: HRIK B ERS

fil s 161.5~170C

A& JE: 0.00002 mPa (25°C)

log Pow: 3.2 (pH 5). 4.5 (pH 7). 5.2 (pH 9)

VRAEME . K 0.5 mg/L, ~FH> 0.7g/L, 7k 1g/L, A% /—/L 0.25glL,
7Eh=kJ/L 0.26 g/L (20°C. pHIZIKTF)

LEME K5 (DTso, pH 7.0) 0.82H

(Hi#L The Pesticide Manual 15" ed., British Crop Production Council)

(=B H:]
1. 3B

TIROAFORHA, OB, ZFOITIE. BOMW, ST, 972E | 2O &0, 43, HBINE
X642 (HALE) 2 Fiz,

B ORI 1

OO T REZRIRVIENI & 2R & Mt —{k L7,

@ DNEN : FTREZR IRV N A bR, MIEI ) — kL7,

O DTN : A2 I —{k LT,

@OF O v REZRIRVIENI & 2R & Mt —{k L7,

@ F: m & (Raate) 2l —{bL7,

@770 JEMB 2 L SEE A BR O aT & (Wi, 5 & Oz a te) 2l il — kL
7

DAV MUl D 2 5 UM B 5 —{k LTz,

®bxv: HikzBrEMul ) —{b L7,

OFF 2z rdEa LT —1kL,

OHIN R 2FREINA LINE A G DOETIIRA LS —bLT

OiFHH: KIREGLTH— kLT,

2. AE, AR’

AT, LRI E U TR M T2 (BK) 07 B R AR & F T,

A AREVE L (WEE94.0%) Jo ONAY /S DAEHE & (#MFE98.1%) 1, AR 3K T2
(BR) DFR R EHERR 2 v A2 ) — VTR L TL mg/ mLAR MR E L, AZ ) — L Tl
AR T SRR ORE IR L LT, £ R R Z T B THRRL L IR0 ENIYL
AR DI E LT,

Z AN AY T £ 717 5 (20 mLERFE ) 13, Merck#h B DEXtrelut NT20% H /-,

NIAF VT T o VYA Y 17 VI =17 24 (500 mg) K R=F L P T7IV-N-7' 1



AU Y7 V=77 5 (500 mg) 1E, EivE Variantt# dBond Elut-Jr SAX
(500 mg) X U'Bond Elut-Jr PSA (500 mg) ZH >, Bond Elut-Jr PSA (500 mg) ® FRiiZ
Bond Elut-Jr SAX (500 mg) Z# % L7,

3. B BLOWEFMHF
1)LC-MS
(BR) & e R BLLCMS-2010A% FH VN, LA F ORIE ST ISR E LT,
T (BF) & A& Capeell Pak C18 MGIT  (N£22 mm, £ 100 mm, K7 F£83 pm)
ATHNRE: 40°C
BEMH: 10 mmol/LFERE T &= LKA — 7 Eh=F/1 (25 : 75) — Stop (20 min)
BENFHFEE : 0.25 mL/min
A4 AbE—F: ESI(+)
Fye oV —mEE: 45kV
b—h7ayZiRE: 200 °C
CDLIRJE: 250 C
T TAY—HA (%) 1.5 L/min
RIAL 7 TTA(%EF) 0 10 L/min
HEET—F(f>2—s31): SIM(0.6 sec)
WEAA> (mlz) : 732,733, 142 (A ¥/ ¥ > A, 8 min)
746, 747, 142 (A ¥/ 2 > D, 10 min)

2) LC-MS/MS
(BR) I HE BB 8 Prominence LC K YT 7' A RSNA A 27 LA+ 5 AP14000MS/MS %
N B ORNE AR ITER E LT,
A7 (BR) & 45 Capeell Pak C18 MGIT  (N£%2 mm, & X100 mm, $7 1-1%3 um)
AZHREE: 40 C
Bt : 10 mmol/LEERE 7 v E =0 L/KVEHK — 7 Eh=kJ /L (25 : 75) — Stop (20 min)
B EhFE VT : 0.25 mL/min
A4 AbE—FR: ESI(+)
Fye TV —mEE: 5.5kV
a— A (EF#E): 50
HZ—RAA(EF): 80
H—RITANE . 600 C
aVVar TA(EHH): 4
HEE—FK: MRM
MRM & {145
| k4

MEAA+> (mz) | DP EP CE CXP




AV VA | 732142(F & 31 10 39 10
(8 min) 732— 98 (FEM) 31 10 97 8
ZAE D | T46—142 (E & 101 10 29 12
(10 min) 746— 98 (FEME) 101 10 93 6

Dwell time: 100 msec

Pause time: 25 msec

4. RBRBRAME
1) fhi
O ARG I, & s O o5 S

A PR, B O T BB A LB I — T LIl 7 — Ry —
THIBI Y% —{k 1 7220.0 94350 MLA =L E IZ&VER -7, JEMIX, k27 —R o2 —T
D) — L 1L725.00 g#350 mLZ& iz Ik IZ &V -7, 2z imol/LY K& — AV A
KW 20 mLA M 2 TIOM MARESFAXLT=06, TR —~FH2(1:2)100 mLAE M £
T2 AT F AR Lz, 4547 3,000[0 45 C547 #0040 BiE L, A 1% 2300 mLA — 4
TIAAFNEE ST, FEEIE, ~F 50 mLE M A TLo EREY FAX M Lz b | [FEk
DAL A E A Lo = AT T Aapc A b, ZhCE & (20 gFRJE) o MK
e R L2 K2 RVIBERABI5 3 FIE L7205, 300 mMLA T A7 7 Zaf|ZAh
U7z, BEARGEEE TR LET B —~F P (1:2) 20 ML T2[HEIBEF L, A Z 6 bE T,
Ak A0 CLL N THRIL mLETHEIERMEL, bR ERR[IMICIVEEZE L L, 20k
SaA~F Y AR, IEMEIC20 mLEL7=b D23 BR T g L LT,

@ F.ITE NI ARSDEE

MBI T —R Ao Z—Th<{dTA¥—(b1L7210.0 g% 350 mLA = L E I @&V R -T2,
AUZImol/LY v B 7k & — VT LRI 10 mLE N 2 T30 AT FAXLIZ0b, 7k
= ~F P (1:2) 100 mLA N2 T4y AT F A X4l U=, 545 3,000[0 5 T545 [ 3
DTHEEL . A IE 4300 MLA = A 77 Ao o70, RS, ~F 350 mLA Iz T2455
FMARESTAZHE L7206 FERICEOOBEL, AEZ Lo =/A 77 2aficgby
7o ZHUTIH 5 (20 g2 FE) DMK EEEE TN Y A% 2| K 2 IRDIEE 72351555 I E L7
DB, 300 MLEFT A7 ZAaf A LTz, JEARMEE TN D AZA~FH 220 mLT2EFEEFL .,
A A DT, Hii40°CLL T THL mLETRIERMEL, b hARE R LRtz
BEU, R IO AL, ZOESEA~FT T ACE ML, EMEIZ10 mLEL7ch O &2 3R
KL LTz 1ZBHODEA 1R, Z0ESET By —~F 4 (1:1) ITEH L, IEMEIZ10 mL
ELTEb ORI E LT,

2) R
O AL 5 AT, B, B8, LR IS5



RBRIF 10 MLz 2 FLME 17+ 55 5 (20 mLARFE D (ICBfHF L, 1055 ) & Liz, 2
DAY 1 HT I A~F VT Eh=krL80 mLEZVEAL, I HIKE200 MLE T A7
AZAHNZERY 40°CLL T THIL mLETRIERMEL . O TR E BRI IEEA2RE L LT,
COERSET I —~F YU (L) IS L, IEMEIZ10 mLELT-,

ZOWHE2 mLEH SN O TR —~FH o (1:1) 10 mLTHH L TBUV/ZSAX/PSATH
i X=7472 (500 mg/500 mg) (IZ A LTI IR AHY , SHIZT7 R —~FH(1:1) 10
ML CIEH L7z, IR 2 S DE T40CLL F TR mLETHRIERMEL, b hiEHERIC
IR AR £ LT, ZORISEAZ ) — VICEENL, EREIZA mLE O%&1F1 mL) ELT-
H D& BRIA R (0.5 giBHmL) & L7=,

QITbBODEE

REBRFE2 mLEH S LD T B — %42 (1:1) 10 mLTHE L THB UV 7ZSAX/PSAH
#&X=772 (500 mg/500 mg) IZ A ff L CTIE IR ABY , EoIicT7 R —~F 2 (1:1) 10
ML CIEH LT, IR E A O T40CLL FTRL mMLETHIERMEL., b hiERR I
TV AE L UTz, ZORRSEAY ) — )VICEED L, IEREIZA mLELT=b O %R BR AR (0.5 ¢
#EHmML) & L7,

A, T, i, #/r%620.0 9

JIEH% 5.00 g

L, O, 1ZHA> 10.0 g

[ 7R =~ (L2 f ]

AR, PN, BN, fadE, BERSIE 1 mol/L U Bk 38 — VD LK ERIE 20 mL Nz,
3L, BN, 1 ZHA21E 1 mol/L U BE/KSE VD SRR 10 mL Nz,

30 AT F AKX

TEbr —~FH(1:2)100 mL T 2 43 REDF A 2 Hhi

543 3,000 [RIEA T 5 syl Do BEL , A8 215

FeXAmAFH L 50 mL T 1 5 MRED T A X HhiH

547 3,000 [EI#5C 5 4y filiz Doy BEL , A HEE AR D

A Ezabt, MKmEET N D282 Iz Tk

KRR T RN 2% A

40°C LA T CIR L At

S Hm T AR

(P, FFNR, B, fase, ARRGIE 20 mL, %L, 9900F 10 mL IZER)
IEHHODEAIFFESETBR —~F 2 (1: ) ITEMRLT 10 mL ([SEFR
[ 4L 19 £ 05 (20 mL 355 ) Bl |

iAo, AEEEERE]




AFHUERIK 10 mL & A fiT

10 FyfE i

~FH AT =R/l 80 mL TAH

B A 40°C LA T ClUE IR AE (K9 1 mL $£7T)
RN E AR E TS CHEIE

FXET R —~F VU (1) IEMFL T 10 mL IER

[ SAX/PSA (500/500 mg) 3= 47 LkEH |

NT L TOT 'R —~FH(1:1) 10 mL THE5

TRy —~F Y (1:1) ik 2 mL AL

TR —~F P (1:1) 10 mL TEH

BARTERB LA Z G DE, 40°CLLF THIERM (K 1 mL £7T)
FRHNCE R AR AT Tz

AR ) — VA VRS

(FhIA, i, B, fadd, w0, 90, 13b Aok 4 mL, BB 1 mL IZESR)

LC/MS(/MS) | 0.5 g #B}/mL

HREO7r—F ¢ —h

5. &

A ) AREYE L J VAR L DS HE i 000,005, 0.01, 0.02, 0.05, 0.10 % 780.20 mg/L
A ) — VIR A RRE L, 225 uLELC-MSIZVE AL T, B — 7 L TR %
TERR L7=,

ABRA IR (0.5 gl B/ mL) 5 uLZLC-MSIZiE AL, #axh i @ik Z W TAE VAR
ORE ) DOE ®ERD  ZOMEAE )Y ROE &EL,

(R KR OE ]
1. ALY FRBRE (BEY) OB AEIZONT

AR REERVE (BEY) Tl K —7 =RV (1:1) THIHL, 7~ F v Un
B VB TFNI=HT A RNTYIBTNI= AT N TR LT . HPLC-UV THIE 325 17 14
DEEASN TS, LinL, K —TEBr=RL (1:1) TiX, IR O DAL, AL
VAR DAY ) DEN RIS GELLARNOI T 528N TERNWEE bz, 2. i
By DERFERFITN 70T LU NACT Y AT NI =T M DR RCIE, BifE - R
DA+ 537 Bz BBHZZ S TUINBE R D BIZL > TAE /U VAR A /DD —
DS, BB AT IR X ORI I T DB N 2283 I LTz, 20 || HPLC-UV Tl
— ALY (0.01 ppm) L UL A E B TTERNWZEAVHIA L,

2. LC-MSIZEB R EZED0—FRBRIE (BAEY) 0 AMEIZONT



LC-MSIZ LD R 3 E D —FlRiE B AKEY) (LT, —FRBRIE) TIX, 7ih/~F
T ER O ViR B/ a~ T T 7 40— (GPC) MR SN TWD, LinL, AE VAR
ORE /DI, & IKFEY O BRI 2 EEEEEAR T 72 SIS Lo Thlt (g O IR MR S B 4 & 70
HZETKIBMENKREEEDLIEND, AL /T VAR AL )L DO S A FES UK E) 125
HIEMNHIA LI, £7o, AE VAR DAY )V U DIR BB K E 725+ THY, GPCIZI
TR 5y D—H BB Ry EE > TR 322806 GPCIZRDMNE « s 513N 15 24
W L7z,

3. FlR O AL TIZDONT

AR L7290, BAKED L > UL N v I AD B L > TAE /U VAR DAY /v
DO MR T T52E00, FHE~F T VIS T COT B AI~NT it ks
BEtdaZiiclic,

Fio BEDORBIETIE, Rl LT R = U/v/f\ﬂ%%/ Sy RS KD NG 1 A R
INTWD, LinL, EKREMICE>TEZ EICH I SNWDIEE oy &+ 3 IR E TE R0

(2, BRE e~ b ar SRR L D BEE T o Th a7l Lﬂ%ﬁféffotb‘%@%ﬁ%h‘%
Nize 21D LT AV 27 2 W THRILKPIR -T2 7k ERF 52812
L7z,

REFORE R, R FIEIORUIZIDIZAE VAR DAY /v DEEERHL mol/LY >
Fe K VD LIKEERR I T b —~F o (1:2) T2 A AV + 7 AL
DR —SAXIPSAI=H T AL VIFR - LC/MS(UMSIZEVJIE T HEER AL,

4. RBRBEEAMEORE
1) il s

—HREBIE I > THEOFHRANST B AANFT ATV L2 2A, i RO
WERER BT (FF—1),

#£—1 TEIANTHEORIE R (%)

A 1EH k20 mL, 7&hy — P2 (1:2)100 mL
- 2B B : ~F %250 mL

AU A 79

A D 82

FORFA20 gIZEEAERL0.1 ppmiRin

ZTORIJOKEEABLUTTERN DR EZE ELTEOBpHERIELTZEZA, 5.7T
Holz, £z, Aila AR ) — IV THRLCLC-MSTHIELTZEZA, AL VAR DAY )Y
Y DA20%FE LT > TWAHZ LD MR ST, TDJRIKEL T, B SV 4P 55 TIRFLEE .
NE Wi % D3 G IN T 5 282 Ko T I RF IR PE SR M & 720 . A )L AR RAE /2 DD



KBEWEREEDLDOEE BT,

FhHEF 2N 257K 20 mMLOpHZL1~12I2L CTT 2 b AT ARICID M L2224, B
PECIEA R MR R~ T A BIGEE T T T2 0 ERH LA LIz (R —2
&U%_:S)o

F—2 pHOEWIZEDHAE /v AD T (%)

A Ttwl—ﬁlf«%iio(?:é’) 100 mL 211 H 950 mL
pH 1 1 0
pH 4 48 20
pH 7 94 6
pH 9 95 5
pH 12 94 6

FOFN20 giZEEHESR0.1 ppm#Esin
#—3 pHOEWICEDHAE /v DO (%)

A 7@%*/1—@[/\5%7;30(?}_2’) 100 mL 2RIH -~ 50 mL
pH 1 1 0
pH 4 58 19
pH 7 95 6
pH 9 95 5
pH 12 94 6

FORFA20 gIZEEAERL0.1 ppmiRin

LT, ZOFRIZOV R E Z VY LK E# (0.25, 0.55 O mol/L) . @ kiR T
T LK HR (0.25, 0.5% UM mol/L) K @R AF /L7 I K E# (0.25, 0.5 U1 mol/L) %
20 ML A CTHRED T AR LTt FERIC T BR I~F ARz ot L7224, 1 mol/LY
VERIKFE VT LOKESIR Tl B AR RGN (R —4),

F—4 KBEEDEBENZELHAE )V AR DAY ) DO R (%)

HH 7K J& DpH AV VA AE D

0.25 mol/L K,HPO, 7.3 96 95

0. 5 mol/L K,HPO, 7.8 98 96

1 mol/L K,HPO, 8.1 102 100

0.25 mol/L CH;COONa 6.3 81 82
0. 5 mol/L CH;COONa 6.4 88 920




1 mol/L CH3;COONa 6.5 94 96
0.25 mol/L TMA 8.8 96 98

0. 5 mol/L TMA 9.7 93 97

1 mol/L TMA 9.9 91 94

B0 gIZEEYE 0.1 ppmiFsin

7B KB OPHZERIE LIz 2 A, FElE TR 7 2K IZL mol/La AW Chik M 155
PE R LT, Fl2, NIATF AT IV KSR TIET AICKVIEEE OV VIR E 3 % &IZAEUT
TEMBATE Y LW LT,

Fio, —FRBRIE T AR EHIX L CT v =R U HIE R BR A S C0D, LosL,
O 4 FLClIfh HRF I AR 43 AN PL 8 (SR BN 975 @ ~F AR LRWE 5 D338
bND, @M T AT+ T BARLSAXIPSAS =T LADOIE LB N KR ESEDDLZENH D,
@OLC-MSIZEAHEICBNTAA AN ROLEEH NRDONDS (B R) 22, < w7 AD
B TR0 9 < EECERIEESEEEZ BT 7 B I~ U EEO T B EN TS
EEZ BN,

ek AR IR TCIEECEFLO gl BIZL TH 2[R H ORE VA R f R IZ A~ g A8
HELLDNDH T, T2 T, 2[BHITHET T AXLIRNTAN—T LTI XIRE 23 BH
HI 22T AU OELES ZENTET,

LU EDFERNE, B KPEWS~20 gicl mol/LY B /KFE — AV LK IR 10~20 mLZ N
ZCHREVFARLIZDOE, TRy —~F 42 (1:2) 100 mL, KN TA~FH250 mL Gl H
TLHEER ML,

2) AT AT L HT ML DG

ERU72ICZ AT+ T (20 MU FER) 2 O CE 92 5 ik 2 Ra L7z,
AR AREYE L R VA )2 DEEYE L A AR iR S OV &3 12~ F P 2 L T10
mLELTZbDET AV 1707 LA LTL00 ME L7ZD D 2O AT WIA~FH o fafnT
Th=RNLEZEALTRHRERE L, TOMEELE -5 VE —6ITRLIZEIIT, A/
TUAKR DAY /2 DIX60 mLETOEZICE L, FNEDIFILL A FRE TEHZ LB
L7z, 728, SIEH CIESEIRRE DR EICHE o728, IWH LI E %y 02 T bl i fi
DEWIEBRL S 2 DT,

#—5 ZHMT AT DT INEDOR R (%)

N AV A AE D N5
A T 4y A 5 T 4y FE G 8] 53 A
0-10 mL 33.1 33.1 33.2 33.2 1.9 1.9
10 - 20 mL 25.0 58.1 24.2 57.4 1.5 3.4




20 - 30 mL 20.3 78.4 18.4 75.8 14 4.8
30 -40 mL 13.4 91.8 14.7 90.5 1.2 6.0
40 - 50 mL 6.6 98.4 7.3 97.8 1.1 7.1
50 - 60 mL 1.4 99.8 1.8 99.6 1.0 8.1
60 - 70 mL 0.0 — 0.1 99.7 0.8 8.9
70 - 80 mL 0.0 — 0.0 — 0.7 9.6
80 - 90 mL 0.0 — 0.0 — 0.7 10.3

Y )L AFEAER, K VAR )2 o DEEHE L2 pg, e OVEIE2 9B

F—6 ZHMT AT BT INLDEE R (%)

N A VA A D S
2 T 4y A 28 5y B A 2 T 7y T

0-10mL 40.1 40.1 37.5 37.5 4.3 4.3
10 - 20 mL 27.0 67.1 26.9 64.4 3.5 7.8
20 - 30 mL 18.8 85.9 19.9 84.3 2.7 10.5
30 - 40 mL 10.5 96.4 10.4 94.7 2.0 12.5
40 - 50 mL 2.7 99.1 4.6 99.3 1.5 14.0
50 - 60 mL 0.6 99.7 0.8 100.1 1.1 15.1
60 - 70 mL 0.0 — 0.0 — 0.9 16.0
70 - 80 mL 0.0 — 0.0 — 0.8 16.8
80 - 90 mL 0.0 — 0.0 — 0.8 17.6

AL ) AREYES R O ) o DEEHERL 2 ng, K ONEIEH2 gB T

3) SAX/PSAR =7 T M L BHE

ZHMT AT L HT IR B EAS ) — VTR LT L ZARIED N FE O 5
NEbDOWHoTz, F£lo, LC-MSTIFE —ZEN A4 L, ST OERIEE O 2\ ik Tl
P HE Ry DRI DA AL I EB 2 DNHE — 758 E DK T RO LILDL DN -T2,
ZIT, —FRBRIEICHEL TIENiM % 2B TXHPSA (500 mg) I= T A, SHIZHE A4
AT DSAXAPSA I E 5 L7 SAX/PSA (500 mg/500 mg) S=H T L% AW T %
DT, ZTOREF SAXIPSAIL, PSAIZHL R THERMEL A W) ThHHRE N R % DR LN RN
BT 2D SAXIPSAR = AT M LA KR A BINT 52812z,

B DZ AT AT LT EDDE LT IR 5y B OSSRy L3R Ic A v A
FEYE L Je A 3 DEEYE 2 SAXIPSAI =7 AT Ehy —~F 42 (1:1) 2 mLTH
i, 7Rbhy —~FH 2 (1:1) THEHLIZEZA, AL VAR DAY /2 DIF10 mLET
DE LI (R —TRVFR—8),

. —7 SAX/PSA (500 mg/500 mg) S=HT LNHDE H % (%)

10



Fis A VA A D
A Wy M A 1 73 G

0-2mL 3.8 3.8 4.6 4.6
2-4mL 70.1 73.9 72.8 77.4
4-6mL 24.9 98.8 21.9 99.3
6-8mL 0.3 99.1 0.8 101.1
8-10 mL 0.0 — 0.0 —
10 - 12 mL 0.0 — 0.0 —

AE )T AREE G O ) U DIERERR0.2 pg, K OVEIE2 gt 4 2 A fir

# —8 SAX/PSA (500 mg/500 mg) S=H T L0 HDVE H R (%)

. ARV UA AL D
5 W 5y HH 5 Wy T

0-2mL 8.3 8.3 10.5 10.5
2-4mL 82.0 90.3 85.3 95.8
4-6mL 8.2 98.5 5.1 101.9
6-8mL 0.3 98.8 0.0 -
8-10mL 0.0 - 0.0 -
10 - 12 mL 0.0 — 0.0 —

AE )T AREE S L OAE ) DIEHER 0.2 pg, K ONSITM2 gt 4 2 A fir

5. HIEFMH DR
1) LC-MS(/MS)

A )V AR ONAY DI, HPE~5 TV UM S T CABRME 23R 5 12K <22V ODS
[ EFH~ORFERTREHLZ DU LI 2 e D | BEE T V=0 2% W DB 8 H S 2
ALz, —FRBRIEICHEH I WD — 19 72LC-MSH D ODSH 7 A Th HWatersth 5l
Xterra MS C18 (N££2.1 mm, £ &100 mm. K £83.5 um) 2455 L, BEIFH &%

A5 mmol/L FEEET »E=7 KR

B :5mmol/L FElET » E=7 LAK ) — )L

B% : 80 % [ & —Stop(20 min)

FEEE: 0.25 mL/min
IZERE LT, MRS DO AZ ) — VIR (1 pg/mL) 25 uLIE AL CTAS Y U HlE LIZEZ A BT
Ta—RELOE—I PRI &I, DEER XOUEE R4 ThneE 2 bl (K —2), £z,
AT LESNRD @ L<IRHIEND (515 MPa) | LCEEE ~D A E D 2 eBE 2 b,

ZZC AT B G DN T FPE~FS TV UPE SR T Cofl IS 2 5 LC-MSH @
ODSH T LEL T (BE) & A Bl Capcell Pak C18 MG IT  (N£%2.0 mm. £ X100 mm . ki 7-£&

11



3um) ZEEE L, BENHE ST A

A ;10 mmol/L HERE T =7 LKV

B: 7&h=hv

B% : 75 % [& i —Stop(20 min)

FiEE . 0.25 mL/min
IR E LT MEAE G DAY ) — VIR (1 pg/mL) %5 pLIE A LT-EZ A AE /U AR DAY
I DONT NG RAFRE— IR G0N T, £, TN AEZRHWEZEICED, BT LE
137 MPafe i LA 720 | Sy B D m) EITINZ CHEE T =0 LD E AR LIZZE TR S
3fEfE <72 o7- (K —3),

MS & O'MSIMSEEIE, FEIEIZHE WV FER F BT R LIS Ic R Fe b Lz (K — 4~
—7),

2) ek

LC-MS(SIM)IZXD, A /T AR VAL /2 DUV 1$,0.005~0.5 mg/L (0.025~2.5
ng) O#LH TR REMRIENE OO (K —8), £z, LC-MS/IMS(MRM)IZLV, AL/
VAR OAE DT H$,0.001~0.5 mg/L (0.005~2.5 ng) O T B 4 72 B AR 23R
OHIL,

3) EERH
A ) AR RAE 2DV E0.01 mg/lkg ThHh o7z,

6. AINENNEBR

AROIHEIZED FOFA L FORRN; . & OIFIE., i, 972F . 2 08 4L, BIN. BOM
A, HID K NEHEADEHNT, AL VAR DAY )2 DZEE 110.01 ppm & TR0.05
pPMTORMEBNL B ZI TV, O REER — 9~ —191R L7 (-9 K KX —10),
72 ARBRITIZLC-MSZE Az,

£—9—1 FoOfAOUINEIN R F (%)

A WISy (B EE: 0.05 mg/kg)
A ) A A D

A 0.0 0.0
whn (1= A ) 98.8 98.6
whn (2= H) 101.7 97.7
wAn 3\ H ) 99.8 99.4
wAn (4lm1 8 ) 103.9 105.8
whn(5E A ) 97.5 98.6
) 100.3 100.0
ZEERIKL 2.5 3.3
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F—9—2 FOFHAOUINEIL

A B 2R (%)

HH

WAy (R EE: 0.01 mg/kg)

AU A A /D
A/ 0.0 0.0
whn(1E R ) 90.0 87.0
w2\ A ) 90.2 89.8
whn (3= H ) 92.6 87.2
whn (41 | ) 81.6 83.0
win (50a1H ) 87.8 79.8
St 88.4 85.4
LENREL 4.7 4.6

#£—10—1 4O OB B ER it 5 (%)

HH

IR 4y (B B2 0.05 mg/kg)

AL A A /D
AT/ 0.0 0.0
win(1Eg) 100.8 97.4
whn(2[m H) 89.8 90.6
whn (31 H ) 109.2 106.0
win(4a 8) 90.6 95.2
whn(5RH) 104.3 105.1
) 98.9 98.8
LENREL 8.6 6.7

#Z%—10—2 4N OFM BN ER 5 (%)

H H

AR5y (R EE: 0.01 mg/kg)

A VA A D
750 0.0 0.0
win(1mE ) 90.4 98.2
whn (2R B ) 87.8 91.4
wAn 3\ H ) 92.6 94.2
whn(4a 8) 96.0 86.2
whn (5E1H ) 82.6 84.4
) 89.9 90.9
EENRI 5.6 6.2
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F—11—1 FORFIEOERIN AR R 5 (%)

W4y (B FE: 0.05 mg/kg)

HH
AL VA AE D

A/ 0.0 0.0
whn(1E R ) 92.4 97.2
w2\ A ) 93.6 97.6
whn (3= H ) 92.4 98.8
whn (41 | ) 91.6 98.4
win (50a1H ) 96.4 100.8
) 93.3 98.6
LENREL 2.0 1.4

#F—11—2 4OFIEOTIN B i 5 (%)

HH

IR 4y (B B2 0.01 mg/kg)

AL A A /D

AT/ 0.0 0.0
whn (1= H) 80.0 82.2
whn(2[m H) 85.6 83.2
whn(3E1H ) 84.4 87.0
win(4a 8) 86.4 72.8
whn(5RH) 76.4 75.4
) 82.6 80.1
LENREL 5.1 7.3

F—12—1 SFoEnEI GRS E (%)

AR5y (R EE: 0.05 mg/kg)

HH
AV UA AE VD

A 0.0 0.0
whn (1= E) 100.6 102.2
whn (2= /) 96.8 99.0
wAn 3\ H ) 99.2 96.7
whn 4= g ) 94.1 96.8
wan (5[E1 8 ) 101.9 102.3
NS5 98.5 99.4
ZEERIKL 3.1 2.8

14




F£—12—2 ZTFOETEMENLFER S F (%)

HH

WAy (R EE: 0.01 mg/kg)

AU A A /D
A/ 0.0 0.0
whn(1E R ) 92.2 98.6
w2\ A ) 87.8 96.2
whn (31 H ) 87.6 93.2
whn (41 | ) 93.8 91.0
win (50a1H ) 82.0 89.8
) 88.7 93.8
LENREL 5.2 3.9

F—13—1 H72E DRI EER R (%)

HH

IR 4y (B B2 0.05 mg/kg)

A )V A A /D
AT/ 0.0 0.0
whn (1= H) 96.8 103.6
whn(2[m H) 100.8 98.0
whn(3E1H ) 96.4 99.2
win(4a 8) 96.8 104.8
whn(5RH) 96.8 100.4
¥ 97.5 101.2
LENREL 1.9 2.9

F£—13—2 HZOUHNEIILFBRE H (%)

H H

AR5y (R EE: 0.01 mg/kg)

A VA A D
750 0.0 0.0
win(1mE ) 87.4 80.4
whn (2R B ) 82.0 83.8
wAn 3\ H ) 83.0 88.4
whn(4a 8) 79.6 76.2
whn (5E1H ) 77.8 83.8
¥ 82.0 82.5
EENRI 4.5 5.5

15




F—14—1 2 OCOEINEN SR E (%)

HH

W4y (B FE: 0.05 mg/kg)

AL VA A /D
A/ 0.0 0.0
whn(1E R ) 97.1 95.6
w2\ A ) 84.2 91.6
whn (3= H ) 97.9 97.9
whn (41 | ) 92.1 90.8
win (50a1H ) 94.8 97.9
) 93.2 94.7
LENREL 5.9 3.6

#£—14—2 ZOOEINEIFER AL R (%)

HH

IR 4y (B B2 0.01 mg/kg)

AL A A /D
AT/ 0.0 0.0
whn (1= H) 91.0 85.2
whn(2[m H) 92.2 90.8
whn(3E1H ) 95.6 91.0
win(4a 8) 87.4 92.0
whn(5RH) 90.0 85.8
¥ 91.2 89.0
LENREL 33 3.6

F£—15—1 A ouhnE iR 5 (%)

AR5y (R EE: 0.05 mg/kg)

I H
AV UA AE VD

A 0.0 0.0
whn (1= E) 95.6 104.1
whn (2= /) 99.2 98.8
wAn 3\ H ) 99.4 101.7
whn 4= g ) 100.6 98.3
wan (5[E1 8 ) 97.2 94.5
) 98.4 99.5
ENREL 2.0 3.7
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#£—15—2 A ounEIERER RS 5 (%)

HH

WAy (R EE: 0.01 mg/kg)

AL VA AE D
A/ 0.0 0.0
whn(1E R ) 83.0 86.6
w2\ A ) 85.0 79.6
whn (3= H ) 83.6 81.6
w4181 8) 85.2 77.8
win (50a1H ) 89.2 86.6
RIS 85.2 82.4
LENREL 2.8 4.9

K—16—1 FHITORMENLEER KR (%)

HH

IR 4y (B B2 0.05 mg/kg)

AL A A /D
AT/ 0.0 0.0
whn (1= H) 91.6 100.5
whn(2[m H) 95.3 97.8
whn(3E1H ) 99.0 97.4
win(4a 8) 97.6 102.2
whn(5RH) 98.3 99.1
) 96.4 99.4
LENREL 3.1 2.0

F£—16—2 FHIFOUINAII B F (%)

H H

AR5y (R EE: 0.01 mg/kg)

A VA A D
750 0.0 0.0
win(1mE ) 85.0 86.2
whn (2R B ) 87.4 89.8
wAn 3\ H ) 84.8 88.4
whn(4a 8) 82.4 86.4
whn (5E1H ) 91.4 86.6
¥ 86.2 87.5
EENRI 3.9 1.8
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K—17—1 FHOMHHROEINE LR F (%)

HH

W4y (B FE: 0.05 mg/kg)

AL VA AE D
A/ 0.0 0.0
whn(1E R ) 103.5 98.7
w2\ A ) 103.4 99.5
whn (3= H ) 107.8 93.8
w4181 8) 102.4 97.5
win (50a1H ) 103.4 97.3
) 104.1 97.4
LENREL 2.1 2.3

F—17—2 HOMHAOERIMNEU RS F (%)

HH

IR 4y (B B2 0.01 mg/kg)

A )V A A /D
AT/ 0.0 0.0
whn (1= H) 80.2 93.2
whn(2[m H) 85.4 85.8
whn (31 H ) 89.8 88.6
Y ICAEIRED! 82.2 89.0
whn(5RH) 87.0 76.2
¥ 84.9 86.6
LENREL 45 7.4

F£—18—1 HEVOEIMENIT R T (%)

AR5y (R EE: 0.05 mg/kg)

HH
AV UA AE VD

A 0.0 0.0
whn (1= E) 97.8 77.0
win(2E8) 86.7 73.0
wAn 3\ H ) 101.6 78.2
whn 4= g ) 92.4 66.8
wan (5[E1 8 ) 100.9 80.4
NS5 95.9 75.1
ENREL 6.6 7.2
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F£—18—2 HIVOIRMMENINLFER R (%)

E WAy (R EE: 0.01 mg/kg)
AL VA AE D
A/ 0.0 0.0
win(1E8) 90.8 78.4
w2\ A ) 98.0 77.4
whn (3= H ) 97.4 79.8
w4181 8) 90.2 74.0
win (50a1H ) 92.0 70.8
) 93.7 76.1
LENREL 4.0 4.8
£ —19—1 1 IHHOOUMENL A (%)
R WALy (B 2 0.05 mg/kg)
A )V A A /D

AT/ 0.0 0.0
whn (1= H) 92.0 96.8
whn(2[m H) 92.4 92.4
whn(3E1H ) 81.2 98.4
Y ICAEIRED! 84.4 100.8
whn(5RH) 92.0 95.6
) 88.4 96.8
LENREL 5.9 3.2

F—19—2 1 ZHHOOERMIENNFER #E F (%)

A WANAK 5y (B B2 0.01 mg/kg)
A ) UA A D

750 0.0 0.0
win(1mE ) 87.6 79.4
whn (2R B ) 93.2 85.8
wAn 3\ H ) 76.6 89.6
whn(4a 8) 77.8 85.6
whn (5E1H ) 89.8 75.0
¥ 85.0 83.1
EENRI 8.7 7.0
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0.05 ppmiRINTiZ, HIVDO AL /T D TEINFENTE.1% 0K -T-DE RN T, B
7R B (A /3 A:88.4~104.1%, AL /3 D:75.1~101.2%) 3 L OPHTHE FE (AL
TUA:1.9~8.6%, AL /T D:1.4~T7.2%) NRD O, F7, 0.01 ppmEHNTHIAEERIZ,
HINDAE )2 D TREIENT6.1% ER0RME N> TeDEFRW T, BAFREE (AE /T A
82.0~93.7%, At/ 'D:76.1~93.8%) : L OMHTHE B (AL /22 A:2.8~8.7%, AL /¥
>D:1.8~7.4%) 3RO BT,

2B I OFERIFIZOWTE, RO X7 B =R LHh L TH N RN B %
{To7eDT, ZDOREREZFR —20~F —211TRLIZ,

BRI

%L, JF 20.0 ¢

| 7Eb=F L |

1 mol/L V> /KR Z VD LKEEHR 20 mL MR TRESFAX
7 b=kl 100 mL T 2 53 [EHRET T A X fhH

84y 2,500 [BIH5C 3 Sy im0y Bl

EiEER S| Al

FXIZT7ER=RL 50 mL AT 1 5 REDF A XhhH
W5 | At

HWALF NI A10 g INZ TIRED 4, §FiE

TR h=RI V@A Sy B

K R T N ™ i A iz K

KRR T RN 2% A

40°CLL T CIRUE IR A

[ 23 1V £ 455 (20 mL (F5E D) 1BUE |

(LA T RER]
72 —20 FFLoOEIN B BRRE F (%)
i WINRE 4y (B FE: 0.05 mg/kg)
AV UA AL /2D

A 0.0 0.0

whn (1= E) 73.2 78.1

wan 2\ 8) 67.0 61.9
wn(3E 8) 60.3 62.3

whn 4= g ) 64.3 72.6

wan (5[E1 8 ) 70.2 66.6
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NIA5) 67.0 68.3
ZEENR S 75 10.2

F—21 HIFOEIN BB R (%)

EH WA 4y (B FE: 0.05 mg/kg)
AV UA A /D

A/ 0.0 0.0
win(1ml g ) 77.1 73.2
whn(2[m g ) 58.7 65.4
whn (3= H ) 61.6 58.6
whn (4= B ) 59.9 62.4
AIGIEIRED)! 59.4 67.9
1) 63.3 65.5
LENREL 12.2 8.4

ZDOINTFF IR OFINTIL, MU #EH363.3~68.3% LK -7, AR L7z&oZ7Eh=F
UL ik, Q4R FL Tl R ISR 00 2838 TR L SBR [E 2 35 975, @ ~F S iA iR
L2V RO BND, @Z L7 A7 £ 7 ALCSAXIPSAR = /1T LD IR AL B B3 K&
REDLHZENGHD, DLC-MSIZEAHEIZBNTAA AL ERE O HLD (BR) 2L, <k
Uy I AD B Z T RT < SR CRIEN S 2B BT 28T BRI~ Ui B0 2
B TNDHEE LI,

7. BE=N I 2O BIEICE 2 DEE

7T 7R EHAWR (0.5 g/mL) 0.5 MLAE/NA T /VIZERY | R ARSI CTHREIEZ06,
7% S120.025 ng/mLOFEHEFRR0.5 mL% I 2 CYE MR LTz~ R w7 ANE e VA R LS A VE VR IR
TE—ZHBEEZ B LIZLZA, £ —22010RLIZINCHEVDAE /L D THE T O —2
KT AFRDOOINIZLSMNTIL, M I REREITBDO NIRRT,

728 IR O INg TIE, AT O T Eh=R A I Lo TR DL BUBHE R T4
AU ROEBMRRD O (R —23),

K —22 WHEEHES L~ Ny 7 AEEUE &L D LR

A ~ N 7 AR HE S A I AZE T O (%)
2 VA AE D

EDOF A 98.1 100.5
DN 99.5 101.2
BN 104.5 98.0
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=333 100.3 99.4
IpE 101.7 101.8
Z 103.5 101.2
2R3 98.4 99.4
I 104.6 102.1
RO 104.9 101.2
HxY 103.7 84.1
IEHHD 102.3 103.3

K—23 WEARMER L~y 7 AAEHE S O L (T2 h=RU v Hh k)

. ~ N 7 AR E L S IR TE O (%)

2 VA AE D
A, 139.7 111.0
I 89.2 94.5

DR ]

AR IE GRAKEY) LU T, RPE~B T VB UMES AR T T ' h P2 kb
. Z AT AT 1T BIZEOBAE . SAXIPSAI =T LRV FERLIZDOE
LC/MS(IMS)IZEDWIE T EERE LT, FOMA ., FOIE . FONFR, SiF, 57X,
ZON RS BB, BOBN ., HSVE NI A-OO1LE, BIZiE A L7254 ORI R B
FOEEHREKITBBLRB G THY, AL /P R1D0.01 ppm TOE B4y Hr 23 7] HE &l Sh
77

(5% 3R]
L
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X—2 fEHEHOLC-MS (Scan) 7 a~ K77 A
XterraMS C18 (K% 3.5 um, WL 2.1 mm, & & 100 mm)
1ug/mL A%/ —)VIE{R% 5 uL FEA

{x100. 000)

74615 (1 00)

2504 AE/OUA

X—3 fE#EFO LC-MS (Scan) 7 m~ K 7T A
Capcell Pak CI8 MG I (hzf% 3 um, WNEE 2 mm, & & 100 mm)
1pg/mL A ¥ J —)ViEiE % 5L A

{x1. 000, 000)
32 20 {1_00]
Pas. 25 {1.00)

0.9

AEJZZA ZRE /D
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X—4 fEHELLO LC-MS (SIM) Zu~ h7 T A
Capcell Pak CI8 MG I (hif% 3 um, WNEE 2 mm, £ & 100 mm)
0.2 pg/mL A % /) —/)VIEHR % 5 ul {EA

b
-+
]

4 533220

746,20 {1_00)

47,25 {1.98) AE/DUA AE/L 2D

\, /

254

B

4

20 0

g

0.0

e 1o 2o 3o 40 S0 60 70 80 9o 100 10 120

K—5 fEAEFO LC-MS  (Scan 100—850 m/z) A-X7 kL
Capcell Pak CI8 MG I (hzf% 3 um, WNEE 2 mm, & & 100 mm)
2 ug/mL A Z J — VIR % 5 uL 1A
Xr &7 U —FEE : 45kV
CDL &+ : 25.0V
Q-array DC &£ (= —FEEIZMHY) : 50V
Q-array RF fEJE : 145V
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AV UUA

Inten. (x1. 000, 000)

1. 75+

1. 50+

1. 25+

1.00

0.754

0. 50

0.254

0. 001124 180 235

35238540

449

592 526

591‘ 625 . 671 L 755

789
S

849

T T T T

100 150 200 250

A /D

Inten. (x1. 000, 000)

350

1
400

T
450

500

550

T
600 650 700 750

800

m/z

1. 50

1. 25+

1. 00

0.754

0. 50+

0. 254

g
0.00 205 256

3‘51 371

815 836

100 150 200 250

% — 6

350

Capcell Pak C18 MG I
0.2 ug/mL A % J —/VIK{& % 5 uL {EA

TIC

400

zE/

\'l

\&

25

FEAESL D LC-MS/MS (MRM) 7 <~ K7 J A
CKifg 3 um, PNEE 2 mm, £ & 100 mm)

RE/

\'/
\&



<
9.2¢8
8.0e5

3

6.0e5
4.0e5
2,068

08

W XIC of +MRM (4 pairs): 732.5/142.1 Da from Sample 1 (STD 0.2ug/mL*5uL) of 20100224_All_check_146.wiff (Turbo Spray)

8.17

Max. 9.2e5 cps

1.0 20 3.0 4.0 5.0 6.0 7.0 .
Time, min

c

9.2¢%

8.0e5
8

6.0e5-
4,065
2.0634

O‘Q’

W XIC of+MRM (4 pairs): 732.5/142.1 Da from Sample 1 (STD 0.2ug/mL*5uL) of 20100224_All_check_146.wiff (Turbo Spray)

8.17

Max. 9.2e5 cps

1.0 20 3.0 4.0 5.0 6.0 7.0
Time, min

W XIC of +MRM (4 pairs): 746.5/142.1 Da from Sample 1 (STD 0.2ug/mL*5uL) of 20100224_All_check_146.wiff (Turbo Spray)

c
7.9e5
6.0¢8 -
4.0e54
c

2.0e5 1

0.0’

10.32

Max. 7.9e5 cps

1.0 2.0 3.0 4.0 5.0 6.0 7.0 8.0 9.0
Time, min

X— 7

HEHESL D MSIMS A7 kL
001 pg/mL A& ) —NWiEKEA v 72— a UTEA
Fye7)—HEE: 5.5kV

AE A (FIED

DPREE (22— #EJE)

26
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W \S2 (732.35) CE (52): 26 MCA scans from Sample 1 (TuneSampleName) of 472_Spinosyn_A_InitProduct_Pos.wiff (Turbo Spray)

7.5e5

7.0e5

6.5e5

6.0e5

5.5e5

5.0e5

4.5e5

4.0e5

3.5e5

Intensity, cps

3.0e5

2.5e5

2.0e5

1.5e5

1.0e5

142.0

Max. 7.5€5 cps

732.2.

5.0e4
156.8 188.6
_galp 1248
o.o!mw Lot ol 1974
5

100 150 200 250 300

m/z, Da

350 400 450 500 550 600

650

700

A A (FiEb)

DPEE (22— #EJE)

31V, avarz ¥ —:39V

W +1IS2 (732.35) CE (87): 10 MCA scans from Sample 1 (TuneSampleName) of 472_Spinosyn_A_FinalPrdt_Pos wiff (Turbo Spray)

1.05e6
1.00e6
9.50e5
9.00e5
8.50e5
8.00e5
7.50e5

., 7.00e5

a

& 6.5085

>6.00e5

£ 5.50e5

c

2 5.00e5

<

T 4.50e5
4.00e5
3.50e5
3.00e5
2.50e5
2.00e5
1.50e5
1.00e5

5.00e4

98.1

100.9

Max. 1.1e6 cps

142.0

0.00M

96 98 100 102 104 106 108 110 112

114 116 118 120 122 124 126 128 130 132 134
m/z, Da

136

138

140

142 144

A ¥

D (F1)
DP EJE (=—FEE)

B0V, 2V R ILF— 0V
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W VS2 (746.34) CE (52): 26 MCA scans from Sample 1 (TuneSampleName) of 473_Spinosyn_D_InitProduct_Pos.wiff (Turbo Spray)

142.0
1.05e6

1.00e6
9.50e5
9.00e5
8.50e5
8.00e5
7.50e5
» 7.00e5
a
 6.50e5
>6.00e5
 5.50e5
<
25.00e5
<
~ 4.50e5
4.00e5
3.50e5
3.00e5
2.50e5
2.00e5
1.50e5
1.00e5

5.00e4

Max. 1.1e6 cps|

746.2.

69.2
0.00% sbsiel o B w“i“‘ u T T T r ;i T ;i
5 400 450 500 550 600 650
m/z, Da

350

700

750

AE /D (RiEfb)

DP EE (z=—fEJF) 101V, a2UVar o p ¥ —:29V

W +\IS2 (746.34) CE (83): 10 MCA scans from Sample 1 (TuneSampleName) of 473_Spinosyn_D_FinalPrdt_Pos.wiff (Turbo Spray)

8.5e5
8.0e5
7.5e5
7.0e5
6.5e5
6.0e5
5.5e5
5.0e5
4.5e5

4.0e5

Intensity, cps

3.5e5
3.0e5
2.5e5
2.0e5 98.1
1.5e5
1.0e5 901

5.0e4 1011

0.oh— T

Max. 8.6€5 cps

142.1

120 122 124 126 128 130 132 134 136 138

m/z, Da

100 102 104 106 108 110 112 114 116 118

120

122 124

—8 fREfr
LC-MS (SIM)
Capcell Pak C18 MG I

CKifg 3 um, PNEE 2 mm, £ & 100 mm)
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0.005~0.5 pg/mL A % / — Vi % 5 L FEA

AV UA

E## (x1. 000, 000)

A D

010 0.5 020 0.25 "0.30 0.35 0.40

Y =17,108,390.0X + 23,788.99
R"2 =0.9999324

R =0.9999662

Ao R BRI

T v HIER

JFR S 7

B\ B L

SEYJRF: 18,533,359.0

RF SD : 1,508,628

RF %RSD : 8.140073

29
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H# (x1. 000, 000)

0.00 "0.b5  "00  T0.15  T0.%0 0.9 0.8 " 0.55 "0.40 0.45 ;

g
-

Y =15,882,269.0X + 43,342.63
R"2 = 0.9998713

R =0.9999357

s kT A BRI

T v HIER

=W R ANA

B\ALHTE L

E¥JRF: 17,186,027.0

RF SD : 921,702.9

RF %RSD : 5.363095

K—9 FEOLC-MS((SIM)Z v~ k7T A
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Capcell Pak CI8 MG I (kif%E 3 um. WNEE 2 mm, & & 100 mm)
7'Z 2 7 @B TN 0.05 ppm FANEE
WL E 0.5 g iREHmML A ¥ ) — ViR % 5 ul A

LOmE T (AU A)

(x10. 000)

254732. 20
2.251133. 25
142.15

2.004

1.754

1. 504

1.254

1.00

0. 764

0. 504

EDOfFA 0.05 ppm imIN (A 2 A)

(x10, 000)

2.54732. 20
733. 25
142.15

2.25+

2.004

1.754

1.50+

1. 25

1.00

0. 764

o050y T —/ N

“Tehs T es0 65 7o 7 Tk 7Y% Tslo tels sbo T8l Tobo Tobs  Te'so o5 ioloo
LOfEHN T (A2 2D)
(x10, 000;
2.004746. 20

747. 25
1759142.15

1.50+

1,254

1.00+

0. 75+

"sho e e Telseko a5 Tioloo 1025 folso 075’ il i1z ii'so 11l75 i2le0 1225

EDFE 0.05 ppm AN (AE . v D)
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1,754

1.50+

1,254

1.00+

0. 75+

(x10.000)

HDREN; 77 (AE TV A)

(x10,000)
2504732. 20
2.2547133. 25

142.15
2. 004
1.75]
1. 504
1,255
1.00+
0.759
0.503 R — ~o—— —

6.25 650 675 700 725 75  7.75 800 825 850 875 900 9.2 95 975 1000

O 0.05ppm RN (A L A)

(x10. 000

732.20
733. 25

1142.15

SN 757 (A 0D)

[¢
2.00+

1,75+

1,25+

1.00+

0. 75+

10, 000)

746. 20
147.25
142.15

o7

"foloo 1025 olso  fo'75 1100 1125 1150 1175 1200  12'25

32



Ao 0.05ppm TN (A B 20 D)

(x10. 000;

2.004746. 20
147. 25
1.751142.15

1,604

1,254

"Teko 85 Tolo el oo 95 10l Tdol25 1o'so 1075 iiloo i1'2s qilso 11175 i2loo 1225
He S = o ~
Lol 777 (AE VU A)

(x10, 000)
1.504732. 20

1733.25
1.254142.15

1.00-
0.75-
0.50-

0.25;\\\\‘\\\\‘\\\\‘\\\\‘\\\\‘\\\\‘\\\\‘\\\\‘
6.5 1.0 1.5 8.0 8.5 9.0 9.5 10.0

EOfFlE 0.05ppm ImIN (AE v A)

(x10, 000)
1732. 20

1.504733. 25
1142.15

LDl 777 (AT D)

(x10, 000)

1746. 20
1747. 25

1'25:142.15

1.00-

0.757

0. 50

0.251

33



AEORFIE 0.05 ppm AN (A€ 22 D)

(x10, 000)
1746. 20
1.50-747. 25
142.15
1. 25

1.00-
0.75-

0.50-.
0.251

9.0 10.0 1.0 12,0
Xy T (AT A)

(x10. 000)

732.20
733. 25
| .]142.15

2.00+

1.50+

1.254

1.004

0. 75+

S 0.05ppm AN (AE T A)

(x10. 000;

132. 20 ©
733. 25 '
142.15

2.004

1.75

1.50+

1. 25+

1.00+

0. 75+

Sy 770y (AE VD)

(x10. 000)

2%7746. 20
747.25
175414215

1,50+

34



SiF 0.05ppm i (A€ D)

21746, 20 3
747, 25 S
1751142, 15 s

1.50+

“els T Telon T TelsT T T do” T T s T e’ T st T T 2ol

IME T (AT UA)

(x10, 000)
1732.20
{733.25
142.15

H72E  0.05ppm WA (A T A)

(x10, 000)
75173220
1733. 25
142.15

IE T (AT UD)

35



(x10, 000)

1746. 20
1747. 25

1'25:142.15

1.00-

0.757

0.50]

0.251

9.0 100 1.0 12.0
H72E  0.05ppm i (AE v D)

(x10, 000)
1746. 20

17417. 25
1142.15

9.0 10.0 1.0 12,0
2N T (A A)

(x10. 000)

201732, 20
733. 25
1759142, 15

1.50
1. 25+
1.00

0. 76+

0. SOfWW

Z % 0.05ppm iwI (AE /7 2 A)

(x10. 000)

732.20 s
733. 25 :
. 1142.15

1,254

1.00+

0. 75+

ZWN T30 (R 0D)

36



2. 0010. 000)

746. 20
747.25
"142.15

Z OV 0.05ppm i (AE /2> D)

2. 00%10. 000

746. 20
L 21747.25
142,15

1.50+

1. 25+

s T el T Tels T T T et T st T T et T T TilsT T T e

Y, T (RE I VUA)
e
747. 25
1.50142. 15

1. 25
1.00

0. 75+

T e
PPN BUR T T

8's 90 95 100 105 110 115 120

A7 0.05ppm WD (AE 7 v A)

(x10. 000

'751746. 20
747. 25 -
1.501142. 15 S

H$H 770 (AE D)

37



1.75+

1.50

1. 25

1.00

0. 76+

(x10. 000

746. 20
747. 25
142.15

B30 0.05 ppm #SAN (AE > > D)

(

1,75+

1.50

1. 25

1.00

0. 76+

0. 50+

10. 000)

746. 20
747. 25
142.15

T
9.5

"o 1ds ito ils 1o

I 7727 (AE U A)

10. 000)

1732. 20
733. 25
142.15

FEIN - 0.05 ppm ¥sAN (AE v A)

2. 0('%(“0 000

1,75+

1.50

1. 25+

1.00

0. 76+

732. 20
733. 25
142.15

By T (R 0D)

38



(x10. 000

746. 20
J747.25
142,15

1.50

1. 25

1.00

0. 76+

I 0.05 ppm imIN (AE /D)

(x10. 000)

746. 20
L1747.25
142,15

1.50

1. 25

1.00

0. 76+

0. 50+

“als oo o5 100 105 1.0 115 12.0

WOmKW 777 (R UA)

(x10, 000)

732.20
733. 25
142.15

1,75+

1.50+

1,254

1.00~

0. 75+

0. 50+

FBOMA - 0.05ppm I (AE 2 A)

(x10.000)

732.20 -
173325 2
14215
1.50+

1,254

1.00+

39



(x10, 000)

'41746. 20
124747, 25
1.14142.15

FBOFA 0.05ppm AN (AE 20 D)

(x10, 000;

%9746. 20
129747, 25
142.15

HXy T30 (A VUA)

(x10, 000)

732.20
733. 25
142.15

1,75+

1.50+

1,254

1.00~

0. 75+

bV 0.05ppm TN (A T A)

(x10,000)
732.20
1733.25
142.15 8
1.50] co
1.254
1.00+
0. 75+
0. 504 [
e~ ]

HEY TZ707 (A 2D)

40



(x10, 000)

1-%9746. 20
1.24747. 25
1.14142. 15

bV 0.05ppm FIN (AE D)

(x10, 000;

%9746. 20
129747, 25
1.14142. 15

IbHo T (AU A)

(x10, 000)
1732. 20
47133.25
1.00-1142.15

0. 75

0.50-

0.251

7.0 8.0 9.0 10.0

EHAHD  0.05ppm i (AE 2 A)
(x10, 000)
7573220
1733 25
1.50142.15
1.25-
1.00-
0.75-
0.50-

0.250

IbHio TS50 (R 0D)

41



(x10, 000)
1746. 20
1747. 25
1.00-1142.15

0. 75

0.50-

0.251

9.0 100 1.0 12.0
X5 A 0.05ppm RN (AL > D)

(x10, 000)
1.50-746. 20
1747. 25

1.255142.15

1.00-

0.75-

0.50-

0,25

M—10 koD LC-MS(SIM)Z o< k7 F L
Capcell Pak CI8 MG I (hif% 3 um, WNEE 2 mm, & & 100 mm)
7' Z v 7 R E LT 0.01 ppm HERE
WAL H 0.5 g REHML A Z ) — VIR % 5 ul A

LD T (A VU A)
(x1,000)
£04732. 20

5.51733. 25
142.15

5.0
4.59
4.0

3.54

M AV OVVAY S-S SRS R e VAN W oo vl

25 —— e ]

Cels T Tt T T Tl T T Telen T Tels T T T el n T Tels T T T Tido

EOFE 0.01ppm N (AE v A)

42



(x1.000)

59173220
551733. 25
142.15

5.0

8.040

/ AN

25 ~—— e S S

Cels T Tt T T Tl T T Telen T Tels T T T Telon T T Tels T T T Tido

DA 757 (AE 22 0D)
(x1, 000)

“753746. 20

450374725

4251142, 15

4.004

3. 754
3.50
3.254
2.754

A A S e NS AN
2. 50 A e N I NN \STVe NV

2259

8.5 9.0 9.5 10.0 10.5 11.0 1.5 12.0

AORFA 0.01ppm I (R B 20 D)

(x1,000)

“ 754746, 20 o
4504747 95 2
0253142, 15 s

4.004

3.754

8.5 9.0 9.5 10.0 10.5 11.0 1.5 12.0

LN T (AT A)

(x10. 000)

732. 20
'"1733. 25
10414215
0.94
0.8
o 77_/\/\A/\/\/\/\/J/_/\MN\/\/V\/\/\/\M/\A/V\,\/\/\,\,.\/\
0.6
0.5~ e T
0.4 ) o
0.34

EDRERS 0.01ppm N (AE v A)

43



7.04732 20
5.5]733. 25
60]142. 15

1. 000)

Lol 7o (A2 D)

1,000)
“759746. 20
4503747 25
25414215
4,003
3,753
3,509
3,255

2,509

2,259

3. 004
mxﬁqﬁﬁaﬁxc&dﬁxgxﬁxk%ykd

A Y1 Y VN GNP e s NP PRGNS VSN N/

s o s e s T e s 1o

EORERG 0.01 ppm N (AE D)

(x1,000)

+75746. 20
424747, 95
+5342. 15

NN~~~ N e SN VAN

“a's T Telo T Tels T T T Tido T Tids] ot T Tt T el

O 777 (AE /T A)

1. 000)

854732. 20

8.04
7.59
7.04
6.59
6.04

4.55
409

3.55-

3.04
2.5

5.5
5 O’W/WM

733. 25
142.15

N T e B T i e IR AV Ve

ORI 0.01ppm i (AE /2 A)

44



(x1.000)

854732. 20
8.04733. 25
754142. 15

.990

. IS A T ' S N Ny

8 Ofﬂfwmw’\/\/\\/wwm

2 BT
6.5 70 75 8.0 85 9.0 95 10.0

LD 77 (A2 2D)

1,000)
+%01746. 20
4254147, 25
+0i142.15
3,757

3.50]

3,257

3.00]

N N e e e eS|

s e s e s e s e

ORI 0.01 ppm N (AE D)

(x1,000)

“504746. 20
+ 53747 25
cw]142.15

0. 060

Sy T (AE VU A)

5.5 1. 000)
1732. 20

733. 25

%4215

4.5+

4.0

3.5+

ol ~—~ e

N

2 5l N A U SN NI P VA

Yo's 0 7l T Tals T T T el T Tels T T T el T Tels T T T Tido

SF 0.0lppm i (AE /v A)

45



(x1, 000)

$517132.20

. 010

S T (AT D)

(x1,000)

4.154746. 20

as0l/47.25

0251142.15

4.004

3.75

3.504

3.254

3.00

2B e e I AN XL L S L O A
2504 — e T T NN S M T

8‘5 9‘0 9‘5 ID‘O ]0‘5 ]1‘0 ]1‘5 12‘0

S 0.01ppm AN (AE /2> D)

(x1,000)

4.753746. 20
a50]747. 25 °
025114215 S

4.00-

3.754
3.504
3.269
3.004
2.759

2509

L S O ot St B B B S

IE TIvU (AT UA)
1. 000)
8.51732. 20
8.04733. 25
1.54142. 15

7.04

6.5
6. 04
5.59
S_O,W/W«M
4.59

4.0 - N
D e R N A i SV W o N I C Ve VO

3.04

2.54

272X 001ppm i (AE v rA)

46



(x1.000)

854732. 20
8.04733. 25
754142. 15

7.04

.000

6. 54
6.04
5.53
5.0
4.59
4.04 N\
a5]
3.04
2.5

FSHE F52 (AT 2D)
+50746. 20

4254147, 25
+0i142.15

S

M\ T

—

s e s e s e s e

272X 001ppm i (AE /D)

(x1,000)

“59746. 20 o
425974725 8
4.003142.15 =

2' " P NNy W NP NI g e eV N S
Ta's 0 Telon T T Tels T T T ot T dsT T T Tilen T TilsT T T
> N N el ~
A TT7T (RAE T UA)
5 5£ 1,000)
1732. 20
. 07733. 25
142.15
4.5
4.0
3.59
3100 o e - IS, . .
2. 5T A TS e~ N
5‘5 7‘0 7‘5 8‘0 ‘8‘5 9‘0 9‘5 10.0

Z OV 0.01ppm iR (AE 2 2 A)

47



(x1, 000)

$517132.20
733. 25
1142.15

5

o
8.020

2. 5"~ M ——

2N 7727 (A D)

(x1,000)
«157746. 20
eso]747. 25
+ 142,15

4.004

3.75
3.504
3.254
3.004

2 757W\/J\/\,JJ\/\/\W\A/\M\~

A~ _ ~ . ~
e TN T e N

2t
8.5 9.0 9.5 10.0 10.5 1.0 1.5 12.0

2.504

2OV 0.01ppmifsin (A€ /v D)

(x1,000)

4.153746. 20
as0y/47.25
4251142.15

bW T (ABE U UA)
1. 000)

"*1732.20
654733. 25
60{142.15

5.59

5.0
4.5

4w”Vﬂ¥/\\A/\/vvaJ\ﬁJ\VV\/vxwxpux\\/\,XN\AF¥/Af/NA/¥j\\

3.59

s 07MWW%

26t 0 o 1

A 0.01ppm N (AE v A)

48



(x1, 000)

79732.20
6.54733. 25

6.04

. 000

5.5
5.04
4.5
4.0
3.5

3.09

Gy, 7500 (A 2D)
(x1,000)
4.501746. 20

747. 25
142.15

4.253
400
3.754
3,501
3,253
3. 004

2 75—MM%WW

2.504

2.25

BE 0.0l ppm SN (AE 7 v D)

(x1,000)

1 50]146. 20 _
747. 25 g
142.15 s

/ -
AN~ e N

“a's T Telo T Tels T T T Tido T Tds T T Tl T TilsT T o

By T (R UA)
732,20

733. 25
5.0{142. 15

4. 54

4.0

3.59

3.0+

e S A e D U U U U G e S

25 e e e e
6.5 7.0 7.5 8.0 8.5 9.0 9.5 10.0

Y 0.01 ppm I (AE 2 A)

49



¢

5.5+

1. 000)

732. 20
733. 25

.020

SOy T (A 0D)
746. 20

747. 25
142.15

4,507
4,257
4,009
3.759
3,504
3. 257
3,009

2. 75—MPW\/\N\/\/\/WP/\MWWMV

2.504

2.254

ot T Tl 2o

#HIF 0.01ppm N (AE . v D)

(x1,000)

746. 20
747. 25
142.15

4. 50
4.259
4.004
3.754
3.50+
3.25+
3.004
2.754

2.504

2.25+

M~

B N e o

ot T Tt T el

SO T (AT A)

¢

6.5

6.0

5.5

5.04

3.5

1, 000)

732. 20
733. 25
142.15

4.5
4.0

3.04
AR VA S VN P S W Ve U it Vot G S G S

HOFHA 0.01ppm i (AE /v A)

50



[¢

6.5

6.0

1,000)

732. 20
733. 25
142.15

DA 757 (AE 2 0D)

(

4.004

3.764

3.504

3. 25+

3. 00+

2.504

1. 000)

746. 20
1417. 25
142.15

AN
2.259

AN TN A N

AN T

8.5

T e e e e S L e e e o e e e e T s s e e e
9.0 9.5 12.0

FEOFHA 0.0 ppm il (A v D)

(

4. 00

3.754

1. 000)

746. 20
747. 25
142.15

6-100|

b3 TI5300 (R TUA)

¢

6.5

6.0

5.5

5.04

4.5

4.0

3.5

3.04

1, 000)

732. 20
733. 25
142.15

bV 0.0lppmiFN (A 2 A)

51



(x1,000)

732. 20
65733. 25

. 020

by T30 (A¥ /D)

(x1.000)
746. 20
+99747. 25
2753142.15

3.504

3. 254
3. 00+

B O Y N R AV AW VA TN
2,50 SN AT TN N NN N A NN

A e AV SN N U A

2.25+

AN — AN

L B e L e e T A e e T A e e e e e S LA R S e s
8.5 9.0 9.5 10.0 10.5 11.0 11.5 12.0

HIV  0.0Llppm i (A D)

(1..000)

746. 20 8
“09747. 25 =
s.7154142. 15

xHHD

[¢
8.59

8.04
7.59

5.04
4.59

404

3.5

1. 000)

7507 (AU A)

732. 20
733. 25
142.15

7.04
6.59
6.04
5.55

3.04
e

2.54———

IHAD 0.01ppm WA (A T A)

52



(x1.000)

854732. 20
8.04733. 25
754142. 15

. 980

IbHno> 7707 (AE T D)
1, 000)

“501746. 20

45974725

+wil42.15

3.75+

3.504
3.264
3.004

2T/ NN SIS INA NN NN N

N S N e e T T A U N o
2.50

AV e U P N N IO NN U U e S

2.254

s e s e s e s e

ITHH> 0.0l ppm i (AE/ v D)

(x1,000)

“504746. 20
+ 53747 25 s
cw]142.15 =

53



