KAMEFIL, REERBICBT2MERREZE LD DO THY , MBRIEOFMICE L THE L
LTT‘W 7&:?0 HWEFONE LB E I35 RiBE & ORIZENS S & 25612 i GPAIESy
TERRBRIENEET 52 Lz THRELSTES VY,

HERERREBEREE

AR Z LAV EERE
(REWY)



(s
1. B R ORREBRIE DM T &

AB ANV T AL, BEFETE (BB CTHEINTEALVE= LY LT ROREAITHY, /b=
BT AR DI 5T, A XIRENAEDOZAEREICH L THEWIREZRT, £/, ko *
VIR =L L7 RBEREANCHPEZ RTA XARZ A, X HEIIXH L THLAERTD 5, 1EFIEE -
LT, W7 7 NV, af v RO YaA vy) OEGRARER TH LT & MHLBAREE

(TENZZT— & —8) OEREZHAET LI EICEIVBERTLIHDOEEZ LN TN,

ARRFHZBW L, BE—ARERIE [LCIMS 128 2 EIEE0—FilBRiE | (BEY) ] KO [LC/IMS
ICEDEFEEO—FRBIEN (REY) ] OEMZRATN, BERERIGONRhoToZ &b,
B A BRRERYE & BRSE LT,

2. SIS E M OGN O B L BB
DHTRIGALE) : AZ Y ANVT

&= CH,
o 0
_/
cl N
OCH,
/ A\ N
N
SN sozNHCONH—</ \
C|IH3 N=—
OCH,4

773 CisH1sCIN;O7S

CAS : 868680-84-6

{47586 (E/ T A Y hEw Z7EE : 475.0677)

fb¥%4

IUPAC 4 : 1-{3-chloro-1-methyl-4-[(5RS)-5,6-dihydro-5-methyl-1,4,2-dioxazin-3-yl]pyra zol-5-ylsulfonyl}-3-

(4,6-dimethoxypyrimidin-2-yl) urea
CAS 4  : 3- chloro-4-(5,6-dihydro-5-methyl-1,4,2-dioxazin-3-yl)-N-[[(4,6-dimethoxy-2-pyrimidinyl)amino]
carbonyl]-1-methyl-1H-pyrazole-5-sulfonamide

SMBL : B, AR PR, R

fil : 175.5~177.6°C (3 fi%)

ARSJE : 7.0x10%Pa (25°C), 3.6x108Pa (20°C)

VRRVE - ZREE7K 1333 mg/L, ~FH > :6.738mg/L . b/l :3150¢g/L, ¥/ AKX 177.3g/L,
7Tk M 61729/l FEfET—F L 0 27.88¢g/lL, AKX/ —/2533¢g/lL, 1-F 7 X/ —/L :0.6944

g/L
1-A4 27 & 7 —)VK5EiA%E (log Pow) : pH4.0 : 1.87 (25°C). pH7.0 : -0.349 (25°C). pH9.0 :
-0.584 (25°C)
fig %L (pKa) : 3.4 (20°C)
ZEM © 150°CLL N CENCZE, 185°CHHIT X 0 By iR 2 (4 Rl
[ BEEPER —fkf  AZ Y AT m ]
(http://ww.acis.famic.go.jp/syouroku/metazosulufuron/index.htm)

3. FEYEfHE
WHEMII ARG TH D, IMPR IZBIT 2 EMEMIZ AR SN THE 5P, EEEMESRE STV,


http://www.acis.famic.go.jp/syouroku/metazosulufuron/index.htm

KE, BFH BRMNES (EU), A=A RV TR =a—Y—F 2 RIZBWTHEEEITRE SN T
WRVY, BEE TR, KIZ 0.05 ppm OIEEENRE STV D, ONETIEL, BAEAEEOBHKILHET,
K (Z2K) 12 0.05 ppm OIEEMEE R E SN TV D,

EX g
1. #
AEHL, BHERNTHRINTWE 1) &K, 2) KE, 3) 1 Z2NAEI, 4) Fx~XY, 5) T
L, 6) ALy 7) DAZKROS) fEaszE AWz,
KRS OFEHRI O J7 5% LU ITR Lz,
1) ZK e A F VT 425 pm OREHER.S 2 WA B D K 2 12k LB —(b LTz,
2) KA : s VT 425 pm OREER S 2 WA B D K 5 12k LB —{b L7z,
3 FOINAZE D  ROWREEER, ONFREOCEEIELZRE L, MY L7720 B2 Fv B
b L7z,
4) X XY AMIEEELNLAZRELZLD AHEZZNENAE T L, 20D 1505 HE
B, KLz O BR g A O CERME Lz,
5) IZANL Xk : JEEAKTERSBEWE L, MY Lok s AV CERME LT,
6) ALY BESKAME) L= B2 TR LT,
7 VAT HEBL, LAKORBEOE ZBrE L, M0 L7-0 bz o CEfMb Lz,
8) FEE : My A T 425 pm OFEHERE S D WA @D K o ISk L) — (kb LT,

2. AL - Wik
AR 2T a AR HELETE (BF) L0 RftSh, M 99.9% Db O & Lz,
TERAKRO-~FH o BREEIERBRH FOMEETE () )
7 b= MU LR OEEK : SRR o~ 77 7H (ROGHEZETE BF) )
ATt o T R—N—k L (FOGHEE T2 (k) )
TT7 77, NI—Ry / 2F LT IV-N-Tae v Uk U 7 v =57 A InertSepGC/P
SA (500 mg/500 mg., GL # = Aff:fl)
FEUEIFHR « A 2> A7 o RN 100 mg ZREFE L. 7 M UACEM LT 100mL & L7 b D a2 fE
R E Uiz,
P AR R R A BEER R 2 T2 b= UL sk (10 1) IR CEEAR L. 0.0005~0.015 mg/L
DIRFE DV =B LT,
TN AERTE - A=WEFR %2 7/ b TR L C 0.5 mg/L LT 0.1 mg/L ¥ A& Rl L 7=,

3. HE

¥ OE LRV =t

Pt FP-25 Cuisinart
. . ~Ar7aTy
RED — EXabhm»
RETTAY h Yo mF
ke 1 — N /. \O 1/
55f ST IR R0 Buchi
Ly B T —7 )V v Fim O 4000 KUBOTA
LC-MS/MS

®E v =
MS Xevo TQ-S micro Waters
LC ACQUITY UPLC Waters
T — & JLER MassLynx Ver.4.1 Waters




4. BESRM
LU ICE R 2R LTz,

LC-MS/MS
LC &1t
_ Inertsil ODS-3 (% 2.1 mm, £ & 100 mm, Ki1-%£& 3um : GL A1
7 A .
— )
BEhfEEE  (mL/min) 0.2
AR (L) 5
B 7 LRE (C) 40
AR . K
BEH Bt : 7 h=FVU /L
C & : 2 vol % iz
BEfE (43) | AR (%) | BiR (%) | Ci#R (%)
0.0 45 50 5
0.5 45 50 5
7T T M 10 5 90 5
13 5 90 5
13.1 45 50 5
15 45 50 5
MS S
HEE—K SRM
AFAE— R ESI (+)
Xy b7 UEE (kV) 33
v — 2/ (C) 150
PR ER . (°C) 500
a— 2 H A ZE3&. 50 L/hr
YA 7T A . 1000 L/hr
alTa A V=4

ERA A (mlz)

MS/MS: +476—182

[a2—HEEDBS (V).

2 Vg gk X—16 (eV)]

EMEA A (mlz)

MS/MS: +478—182

[a2—HEEDBS (V).

2 Vg g X —15 (eV)]

PrFiRERE - (min)

9.2

5. E&

AR AN T AEREREEZ T2 F= R U VKR OVK (1:1) B CAR LT 0.0005~0.015 mg/L DFE
R 2R L7, Z O 5 uL % LC-MSIMS IZHEA LT, b B — 2 mila AW TRER E1E
Al U7z, BUBRIAWE 5 UL % LC-MS/IMS I[ZIEA L, MEMRD G EfIEIC LD A2y 2 vTa v 0fE
mAEEH L,

6. WSINFEIDFHHL
ZoK (WSHNPEEE : 0.05 ppm) : 3£ 10.0 g 12 0.5 mg/L OUSHIFAAEREA 1 mL 2R L X <IEBA L 30

Sy TETHGE. L7,
KE (FINEEE - 0.01 ppm) : #0KF 10.0 g (2 0.1 mg/L DO FMFAFEYERK 1 mL 23 L L <iE& L 30
orEE L=,



PSR OV TE (NS © 0.01 ppm) : #0KF 20.0 g (2 0.1 mg/L DFMNAFEHERRHE 2 mL Z A L & <
1A L 30 s fETAE L7z,
25 (FINJEFE - 0.01 ppm) : #0KF 5.00g (2 0.1mg/L O FsHNFAFE#ERK 0.5mL Z ¥ L T L <IBE L 30

Sy TIBCE L7
7. RBRIEOTLL
e
ABSANT B AR D T I L, SRR T SRR b Y Y AR O~ A

2Bl XV FEE 255, el 7774 N—ARy /2T Lo U7 IV-N-7r e Ly
Vb ) 7V =5 T LA THRELL7-% . LC-MSIMSTEE N, OFER LT-,

(1)

K R FEOLEITREL 20.0 g 2k 7o, BHEM NTHOGE13E0EF 10.0 g, KOG 1TEEL 5.00
gxEBy ., ZnFhKk20mL Zh0x, 30 srfkiE Lz, 27 b 100 mL Z Mz THRE VT A X
L7zte, 74 Y o La8z A8 (B 60 mm, No.5B. Ml LIEERTRD) 2 AWTlkg| A L-, AH
FOEREMITE R0 mMLEMATHRES T A AL, LR FERICAB LI, AlkidabYE, 7t
ko &Nz CIEREZ 200mL & L7=,

Z O 10 mL ZIEMEICE D ERY . 2 mol/L Hifg 0.2 mL, fafuthfb) b U w7 AR 10 mL & OV n-~F
P 10mL 2Nz TR E S fliH L7z, Thz . fisy 3,000 [H#5 T 5 Zrflim OmBEL . BEa157-,

(2) r5H

OV 77 A MI—Ry/ 2F LT I-N-Ta N U ) B A NG T L7 a~ N7
774

T35, M1—Ry / 2F LTINS U 7 VEEE S =8 T A [lnert

Sep GC/PSA (500 mg/500 mg) | (27 & b2 KUN-~FH %10 mLEEREA L, RIS T
oo ZDOHT AT (1) THLNZKAEANLIZE, 6278 10 mLaEA L, RIS
Tlzy DUWVT5 Vol% X[ - 78 b 10 mLATEA L, IWHIRAZ40°CLL T CHfE L, Wik RE L,
ZOEREMETE =YV KOUK (1:1) RS mL (B3, SEEOMEIZEOE 51325 mL, &
OHETX1.25 mL) THfiE L7t O 2RISR E L,



[(SHTE7 e —F v — K]

| BRERORSE . k2009

| O BEROHE - BF10.0 g 12K 20 mL &40z 30 4y Rk E

1 %% #BF5.00 g (27K 20 mL %0z 30 4y E
| TER100mML ZMARES S A X
I 5 A
| BEWMIITE R 50mL ZIAREYFA R
L S AiE
!
!

o

Ak AR D
7' M AINAIERMEZ 200mL &5
i 10mL GREFLg MY %Y) | GEEROUHEEIC OV TIZ 059, 20DV T 0.25 g 4% 4Y)
L R LT b U AEEE 10 mL
| 2 mol/L &% 0.2 mL
! n-~F %210 mL
| 5HRHEL S
L 4y 3000 [Elds, 5 43R Oy B

T7757A4 NI—RKR/ 2F LT IVNTa NI b Y BT NVEEE I =T A
[InertSep GC/PSA (500 mg/500 mg) ]

| TENARONAFH LI ML T T 4 a =

| EEEEA

| 7Ebhr10mL RHEITETS)

| 5vol% =g« 7t FIRHE 10 mL TIAH (2a ik 2 5L E)
iz ]

| 7ERF=FUAKOUK (1:1) 5mL (BEKROGHEICHOWTIX25mL, ZEIZHOWTIE 1.25mL)
| TS5

X1 ZghriE7e—Fv—h




8. ¥ MU v 7 ZAIRNMEAEIRIR O FH R

ZRIZOWTIE, AZ Y AT v CRINAERERRZ 10 ng/mL L7225 K57 FoTHIRL, 20
Wi 1 mL 222500 F40CUL T TR A RE LIZ%, 77 0 7R BRIAREZ 1 mLINZ AR L= D
< b U ARIERERK E L,

ZOMDEENZDOWTIE, A X Y AT 1 SRR Z 2ngimL 725 K57 & b CEfEL .,
Z DO L mL B EHFRE T 40°CLL F TR BRE Lotk 77 > 7 RBRIRIEZ 1 mL Nz CIRfR L7-
Lork~ N v 7 ARIERERR S LT,

[ERKUEE]
1. BEAFRRERYE O it

IZUOHIC, BE—FRBRIEEZHWTAZ S 2L 78 L OSHINARETH S0 EMEF LT, LCIMS 1T
F B EIRE D —FRBRIE | (EEY) KO LCIMS IZ L 2 EERED—FilBrik T (BEY) ZHH TR
IZOWTIEAKZ, BRTREICOWTIEZ, Sy XY ZEA L., MNENGRBRZIT 72, FORFE., B
LO—FkBRiE | EEY) ik, i TR TIE, 7% b= b U VB 4J0%FEE LB T8, BT
BIZBWC, 79774 bh—R /T 7ae bV B 7 Vgl 71 2 (500 mg/500 mg)
W E L, 15%FRE LAt S h o7z, £72, LCIMS (2 X 25 BRGSO —FBIET (RFEY) <
IE, R TR TIEX, 7' b= MU AVBIC T5%RERIT Lo, R ITREIZBWT, U5 i=
7 2 (500 mg) (ZWAE L, 35%FRE LR SN Tz (D, 207, WIno kb
WEECH Y . FRICEBRBRIEEZRE T L & L,

F 1 @EETORMEIGUER (n=2)

LC/MS—FallRi: 1T (B1EW) LC/MS—FilBRyE T (B1EW)

BHE (%) HE (%)
FhH TR 37 75
s TR 15 35

2. WIESMORGT
(1) LC-MS/MS £t
OLC &A1

U NR—=ZDWFAFZ A T DTN T B — 27 TR MS R ORREE DS BAT 720 7 K& ket LTz,
L-column2 C18 ((J¥) (LW &R FlAf 7estE L) | Cadenza CD-C18 (Imtact #1:%%) | Atlantis T3 & O,
XBridge C18 (Waters #1:#4) | Myghtysil RP-18 GP (B (k" 7#L%) Inertsil ODS-3 (GL Sciences #1:#4)
OAFE2~21mm, EX100mm OH T KMZOWTHRFT LIzE 2 A, T_XTOH T A TR RS
FWERNELNZA, &b MS DIEE (SIN t) 23@EH- 7= Inertsil ODS-3 Z 2 L 7=,

BEHA~OWMANZOWT, ¥R, BN OEET o E= U Azl Lz L 2A, FiRIZR W T
B FRRENE S, 2o, ZOE@EEEIL, 01vol% Th -7,

BB ZONWTAZ )= ET B =NV E LT & 2 A, BETITBHERZITRD b
NS TeNT B N=RUNVDHENED BT NEDMEDST2Z LT M=) VAR LT,
@MS /%

AR ANTAANIR YT 4 TE— RKEORTT 4 TE— RO EL L THRIERFETH > 72703,



MS DIEE (SIN L) BEr-oTmR YT 4 7E— REefH L7, 22— BJES5V THIE L~ A A
N7 MV ER 2R LT,

7'k AHNGFIMAH]T O miza76 K OMEFR IR RN H RO A A m/z478 H3EEE B < Mt &
72, SRM (Selected Reaction Monltormg) F— RAIESEICOWT, 71 kA4 \%[MJrH]*%_‘»
T = —A Al U THEEHEMREC L > THE LD miz 476—182 #E&EA 4> (K 3) 12,

WHRIEFRNAKRBERDA A %7 ) h—P—A F b UCTHEEFEMBEICL > THEOND miz 478
—182 ZEMA A (XD LT, TNENDFT=H — A A NI E 72 - %2R 2 D LB VRTE

L7,
475.84
Carra)
<
58.99 497.84
45353
15856 49971
338.14
278.88
52.95 155.84 20875 451.48
31.00 1 7086345698781“31 141 691 174.89 ‘ 238.98 27087 294793008632071 35212 56009 9915340010 449461 1377 015 sazin
olzsze | 1, Ll gttt thoonebissal bt e el NI | N wlh
T T T T T \ T T T
20 40 60 80

. } s f t T Y i i T 1 m/z
100 120 140 | 160 180 | 200 220 = 240 260 = 280 ' 300 = 320 340 360 | 380 400 | 420 440 460 480 500 520 = 540

2 AEANTaLrDTAANRT ML
A% ¥ HEPH : 0~550 amu
HIESRAME - ESI(+), CV=55V (CV : corn voltage)

1004

1818

100, 1820
2969
% 207 3
1558 1560
49
o ani 3229 i
2672607 [3177 76.2 1570 132 289 249 18334 e
ofB7 827 13261388 215721 / 3346 36273856 43484577 5127 53738446 8288921111129 |/ | 2218 ;7 N/ U349 3809 4369 4611
T T T T T T T T T T T T T T T T T T T T T T T T
50 75 100 125 150 175 200 225 250 275 300 325 30 75 400 425 450 475 00 525 550

M3 AR 2Ty FaXy N Fv

Iz
50 75 100 125 150 175 200 225 250 275 300 325 350 35 400 425 450 475 500

M4 ABES2ZLTarOFay A4
27 v GEVE)
T =Y —A A mlz478
HIESM: - ESI(+), CV=55V, CE=15eV
(CV : corn voltage, CE : collision energy)

A7 by GERE)

TV I3 —H—A A mlz 476

HIESAt: - ESI(+), CV=55V, CE=16eV
(CV : corn voltage, CE : collision energy)



# 2 SRM &t

Table SRM parameter

Momtpred Dwell Cone Collision
reactions .
/2 time voltage energy

recursor
P (s) v) (eV)
>product m/z

476 > 1822 0.056 55 16

Metazosulfuron
478 > 182" 0.056 55 15

%Used for quantitation

®Used for confirmation

(2) FrE

FERMA A O — 7wl AZ FV T, Mk A (B L 72, 0.0001 mg/L~0.02 mg/L D#ipH T
MEAR AR LT & 2 A, B2 EARERGRD Sz (FHEIFREL (r) £ 0.9993~1.000, *F-#J) r=0.9996)
REM 22 ERZ X 5121 Uiz, BNEIGRER I ) T, — AR #EE R0 T, 0.0005, 0.001, 0.0015,
0.002, 0.0025, &% T*0.003 mg/L DAFHERFZ | ZABELD 0.05 mg/kg #EHRINTI%, 0.0025, 0.005,
0.0075, 0.01, 0.0125 & TX 0.015 mg/L DIEHERF & I\ CRRE#R 2 1Bk L 7=,

Concentration(ng/mL) 0.1 0.5 1 2.5 5 10 15 20
Area 8265 42468 85293 208804 418196 838908 | 1237941 1640014
Slope 82172.5 1800000 1
Intercept 4294.6 1600000 -
1400000 -
1200000 -
« 1000000 -
2
< 800000 -
Correlation Coefficient(r): 0.9999 600000 1
400000
200000 -

0

0 5 10 15 20

5 RER

3. BIALERIEDORET
UT ORI, ARBREE TP L LT0.01 mg/L THitH &R D X5, AV AT 0 AEHEETR %2 s
muriz,
(1) BYRORE
PR A SRR AR EMEEAE CIX, 7' PRI T ' oA RE L, BERREREEEE
THo2LEEaNTND, LMLERDL, 7T b AmiRE BIEREGE T 2BICEmT 2580850 |

o, AREEMETIET oY s YVER L, BB ORE A B L 72 % 7 £ ORE
RPELDZERMBILTN D,



INDORMBESEMET 5720, AIEEA~OIBREBIEORE, 7k Fr2kREddictfinibitr
NU D AR 10 mL LN n-~4 2 10 mL 202 T3 2 FikE et Uiz, 2 O ETHEEEO
TV Ya COAERBIIZ B, BIERMEERIEEZ BT 5 Z EnaiEThH o7z, £7-. LC-MS/MS
HETIHBENE L, MHEROTRTEHNWDIHEN W2, 7' b oAl —& (10mL) %
NS Z &L Ui, TOfEF., M AEEE (n-~%9 ) OFIE & SERR OB, & 512,
WRMEZBRYEIC T 2 2 & Tht =23 m L L7c o, fliH#k 10 mL 2kt L, 2 mol/L ¥ 0.2 mL % 0
252 k&7 (383), £72. 2 mol/L 3£ 0.2 mL ZINZ7=BEDOK-TE® @D pH 23K 4 [T L
oo TRTORBTPHMN LB T ER-TEY, ARMICED pH ORESRENIABNR ST,

3 HREIZEIT D 2 mol/L MR DO USINE kT 2 B (%)

2 mol/L¥g iz »

; 0OmL 0lmL 02mL 03mL 04mL
7N &

] 2 (%) 78.8 99.9 1011 1021 1023

R i v N P

4 2mol/L il 0.2 mL iz 5Kk-7& ~ o JEo pH

ZA yNI= EoNAE D I G
pH 1.8 15 1.8 15
L x T o A
pH 1.8 15 1.5 1.8

fFE LT U U AR O N~ O BIZOWT, BAEREE LT, T N oHiES 10
mL ([Z[EE L, 7' oAl n-~F Y2 RO L U U AR Ol A 1:1:1, 1:1: 05,
1:05:1%01:05:05 &b EEIUGEREREREDIRIC OV TR L7c, BBt 7 & b itk
\EEYEASIR 2T L, s b B U O AR, n-~F 2 O 2 mol/L 2 0.2 mL & 0 2 T oyl
#BoLE (7 Fr ROANFY U JE) & GCIPSA THRIL ., BINREZEHH L, =07 L0560
RHERIEE L L T5% X7 & b &2 H Lz, I o8A T H R 100% O [EIER S S A7 08,
1:1: 10 b BRIV ZSS ZENTE, 1:05:1 K01 :05: 05 TIHIEHEN DT H
IRk E R LT (5),

T, BE (T hoRUONTY URE) BEERRICDE (50 ul) O FEMNRA LTS OEME
T LIS DIWHZEENZOWTHRETLTZE Z A, REIIRTEBVEETRDONRN-Tolod, 1
1:1%28HAT52& &L,

#5 HHAEESEO RIS SRR (%) ROEHERO 6
T b AR - st kT R U v A

AAETER 1:1:1 1:1:05 1:05:1 1:0.5:0.5
[FIE (%) 100.6 100.5 99.5 97.8
5T DGO 6 VN *@ﬁgg’“ P PR

#6 WEEOLE (7% b RUNFIFUE) IDVBEO TRENEA LG E OR %)

Yey (10mL) BwH 2mlL) WH 4mL) BH (6mL) EH (8mL) & (10mL)
f§g¥f5 0 0 439 55.0 0 0




F7-. BRIAEEKIC X DRSO W TR 2R L U CTRE L7, 1[E B ORERIECTE-E L- TE
k-7 FVE) I, TRV in-~FH > (1:1) 10 mL £7213ERR-F /L 10 mL Z2 iV CHEE
HH L E 2 A, 1 RIOMEEIETA XV 207 8 38 100% A8 12 B X i, 2 [8]H OfhH
BAEIZ L VD A 2 Y 207 v 3R SN0 o 72 2 En DB EIZ 1Bl E Lz (7)),

F£ 7 EREEENC X 2 R

¥ i = 3 LA H ~x Yy (1))
FUE (%) 99. 6 0
il HH B0 2% IERE] 2Bl H (FEfm =T L)
FEUE (%) 100. 0 0

(2) 71T LKEHL

S=WTACHRMEERESE, TR NCTREEMZRETHZEAHMELT, =FL U7
VN-7Fua e Uk U BV =007 A (PSAX =% 7 4 : GL Sciencest:#L InertSep PSA (500
mg) ) OEMAZRE L7, EICRIISR R RS E LN, 1ZONAE D, MAETOBEDRE
PRV ThHoTz, D, 77774 M—Ry / ZF LT IV-N-TaensYfes U asy
NAEE S =47 & (GCIPSA =4 7 A : GL Sciencesttf InertSep GC/PSA (500 mg/500 mg) ) %4k
AL, RSN IR 2 e L7z,

AR Z BB LCT 2 b flHRL0 mL, fafnsffbT b U 7 AFHR1I0 mLE Y n-~F 10 mLiZ2
mol/L ¥z 0.2 mLZ Nz THEZRICERIR LIz BJg (T F o ROINF @) (ITEERKZ ML T,
IR A MRS LT, PRAIRE LCT 8 R 2T 5 2 & & L, SRR REOEHEENZ SV THER L 72,

Pers iR E 4. 10 mL, 15 mL, 20 mLTCHER L7=& Z A, 20 mLTHTNITEE (0.1%) AfER
N72.15 mLTHIRH SN2 o= A e BMICEAT5 2 L 258 LR E%210 mLE L7- (3%8),

X8 Y (Tt b)) BICHTOREHE (%)

7 b BEEIRE 10 mL 15 mL 20 mL
E (%) 0 0 0.1

W EHIRIZOWTHRE LT, AR Z X 72 ho b L, XBOEE%2~6 vol% THiE L7 (&
9) ., 5 Vvol%xWs - 7 ForTiE, 6 mMLT9.6% M AHLI-Z &b, FEEORE %S vol%, K=
%10 mL& L7=,

- 10 -



# 9 InertSep GC/PSA 75 DIEHHR (%)

T R A 2mL 4mL 6 mL 8 mL 10mL  15mL
2vol% ¥ - 7k v 0 0 99.1 0.3 0.1 0.1
3vol% X - 7 & kv 0 4.1 99.5 0.1 0.1 0
4vol% ¥ - 7k K 0 18.0 81.9 0.1 0 0
5vol% X - 7 & kv 0 49.5 50.1 0 0 0
6vol% ¥ - 7 & kv 0 49.2 50.5 0 0 0

(3) Z iRzt

RN T AT UIENRZWCL T CRME L, WHARE LEEEYEZ 7' = U VKUK
(1:1) BIEKIZEN L, REROEZEOSAITEMIZI0 mL, B8, TN ORIEEOE A IXIEMICS
mL. ZEDOFEITIEMEIZ2.5 mLE GRAETIIMH LI HEDERE L L2 b2 BRigik s L=, £ Z T,
FARZRELE LTT & b U CERERR AU L <, [EBR51E] 7. RBRIEE ORI CR L7k
THEETR L, I ARRE LM E T =R U LROYK (1:1) RIE TR L, 1IEMIZ25 mLE
L 7= ik BRI 2 ER L. SINEE M DN R 2 g8 U7=, SINERIX100LL E. AR $4%42100% TH -7
END, EETREENHSHERRETH L Z LR TEZ (3R10) .

#£10 7T F=FUAKOUK (1:1) {Bi#K2.5 mLE L7288 DOSINEE K QA

By S S/NtE EES
xR 164.2 99.7%

wIz, 3. (1) ERIEOKS OIS Z 1[AlE Lz, 1EIHOERECERE L TTE Ok-T% hE)
12y n-~FH 10 mL 22 TR E S Lotk OosBE L, L HOBECHE LN AiEICE bt
TRHRIZOW T, ARSI 2 HikZ, SR Z2REBHE LTREILz (£ 1), 7& F 10 mL TOBE
HTIIEHEEN T, 5vol% e « 7% b 10 mL T 100%IAEH L, & 5125 vol%XE2 « 7+ h > 10 mL
ZBMLESGAETOIEH SN ehoTz, o, WHIRTORIED 100% Th o722 &b, iISIEEE
Z2ENC LT RO ENEHA T 5 2 Ll Ta T,

K11 EEERIEZ 2 BT - 7258 ORI (%)

7 PR (10 mL) R (10 mL) BNy ik (10mL)
[A]Y =
0 100.4 0.0
(%)
4. EERPE

BEIRMEOBREFHER 2R 12 IR L2, Bt L oiREHZ B W TH, BEA 4V MOVEMEA 40 &
HBAXS AN Ta U DEREYETHE—I7ITRBD NN T,
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F12 BREOFM B4R B E R EFRTEAR

SRER | wen | mmmE: BEE— ) OHERHE E— 0@ (@) -
No. | HMERZILA] BRE | (F’i‘"—) 5(253‘ FENRRE | o |ERXE| I3 08H [msan’ | BRES | oo w =
(ppm) EEDRI (@) (b) . (a)/(b)

ARJZ)LTAY ER 0.01 0.05 0.05 HEE 0.05 < 0.100 |E#& 68 560092 0.000 O
XK= 0.01 0.01 0.01 ERERA | 0.01 < 0.333 |&@f#E 104 186677 0.001 O

EFSNAES 0.01 0.01 0.01 EERF | 0.01 < 0.333 |mE 92 115291 0.001 O

Foy 0.01 0.01 0.01 EREMRA | 0.01 < 0.333 |&@fE 65 109401 0.001 O

[EhiLs 0.01 0.01 0.01 EERF | 0.01 < 0.333 |mE 87 108159 0.001 O

LoD 0.01 0.01 0.01 ERRER | 0.01 < 0.333 |&@#E 115 109952 0.001 o]

YAl 0.01 0.01 0.01 EERF | 0.01 < 0.333 |mE 69 110764 0.001 O

B 0.01 0.01 0.01 ERMRA | 0.01 < 0.333 |&@#E 118 165213 0.001 o]

*1 BAEEE REERFEOHEICIE—REH(0.01 ppm) ZALS,

2 FMRELHEARRENRZDEE CERRREELEBEEOMEA. [ERMR <HEEERBR X 3JELHHE) (CEF. [+ INRTEINE, [ * I RTSh =54 xd
ALEWIE. FMRE SIS RIREA BRGS0, Bl ERBFREBLOIM) v R FMBERRERULTHES 2.

*3 ISV UHAMRUBRERROIRICAELERALIHET S, (BEITECTREEAZTS.)

*4 AP OIREAT FHE X KR (BEEREXSEERFRE) IALITAELSC. TF0IHAMORRBBRTHABLARERR (I VIR FMBEERR) AL,
TV IRBITGHEE—IHBREINGH B RICE, BEBROE—VER (B FROUTILRL,

*5 @B KA BEE—VOHFHEEOHERLEISEETHHEICEIOL BELEWEEIZIE x 1ZEHT 5.

. BEE KOS

DREORSEEETIE, BEETOLZ A, AX Y AT 0 OFFIEMEMITK (ZX) 120.05
ppm MERE S, T OMOEFIIT AL HEESEH SN D, 2T RINENGER 375 FEEE O
BRE I TV D ZKREHT I, FEUEERE 2. Z OMBENOIX —EAEERE 2R L, [BIRZ B
L7,

BN OPHMTREEOMFHE R ZR 13 1R Lz, TG EEMICKT 2 FEILEIE 93.4~98.7%,
ﬁ THEFE DFIX AR ERR 721% 0.7~3.0% T > 7=, [EIUEE K O TR FE O FHRHE (R 22 1R AE 57 @ )
DI IILTND [RMFIFRE T 5 BEEICRET 2R RBIEO YT A KT A4 12on T (OF
19411 H 15 H, Wk 22412 A 24 HWIE) TREIN TV D EIEEZMETHH D Th o7z,

F13 NE. MERUVERBROFM 1825400 5 AT TR
No. SHRILAN 284 %?Iﬁﬁ AT | RIRE E?IKE%'E BER B4R (%) HE | BHTRE SINEE™ -

gkg) | (ppm) | (ppm) | OFFE? | Ex | w1k | 2@ n=1 n=2 n=3 n=4 n=5 (%) | (RSD%) | Max. | Min. | il
ABJZRILTOY XK 0.01 0.05 0.05 * 47685 | 1927 | 0.9994 | 957 | 1001 | 97.3 95.4 96.1 96.9 2.0 #DIV/O!
K= 0.01 0.01 0.01 92059 | -546 | 09993 | 92.8 | 942 | 949 | 927 | 926 93.4 11 3329 | 765.8 | 549.4

F53NAZS 0.01 0.01 0.01 96729 | 2005 | 09994 | 94.8 | 991 | 99.8 | 1004 | 97.1 98.2 2.3 862.8 | 886.5 | 874.6

Ry 0.01 0.01 0.01 73339 | 193 | 1.0000 | 984 | 982 | 976 | 968 | 986 97.9 0.7 |1018.7| 721.2 | 870.0

FhiLe 0.01 0.01 0.01 66384 | 426 | 09998 | 958 | 99.7 | 986 | 982 | 1011 | 987 2.0 591.1 | 696.7 | 643.9

Lo 0.01 0.01 0.01 66317 | -1615 | 0.9997 | 97.6 | 97.3 | 100.1 | 976 | 99.6 98.4 13 887.5 | 940.3 | 913.9

YAZ 0.01 0.01 0.01 80427 | -184 | 0.9996 | 95.8 99.8 | 1008 | 953 | 1017 98.7 3.0 941.4 | 899.3 | 9204

B%x 0.01 0.01 0.01 74767 | -1863 | 0.9996 | 924 | 953 | 949 | 928 | 949 94.1 14 250.8 | 287.4 | 2736

*1 BAEEE, REERREDHEICE—EEAE(0.01 ppm) 2ALS,
2 FMBREHNEERFRELEGIBEITEL [+ INKRTEIND, TOBECE, SNLOFHFTFETHEA, Rk, EERFAOHEEETI.
*3 BONERENFTHRAEESZHE—Y (Max) RUBR/MEES ZHE—7 (Mn.) DTN ThDSINELER DS,

TRANENGRER T 100%IRIIX R IZAH 2 9 2 IR HEVRIR . 57 7 7 3B R OIS INEIGGRER DR 72
sua~ 77 5%KX6-1 KK 6212, 7773 EO SCANHIEIZBITA 7~ 77 8% T7-1 K&
O 7-2 (2R LTz, #RlC, MIEEET D L) REELRE—7 X3RO R o7,
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N/ —
LK yNIE
1001 100,
IS5uo5% TS5uoEH
& &
goo T 500 600 | 700 | 800 | 900 | 1000 | 1100 1200 | 1300 1400 0 A A A A AR A
" ! - " ! g g g : ! ! ! 300 400 500 600 700 800 gi 1000 1100 1200 1300 1400
100, AmEH 100, AnEH
$ N
[\ T T T T T T T T T T T T T T T T T T T T T T G T T T T T T T T T T T T T T T T T T T T T
300 400 500 600 700 800 900 1000 1100 1200 1300 1400 300 400 500 600 700 800 900 1000 1100 1200 1300 1400
100y BERK 1007 ‘ BERK
| i /\
[ T RS L A L LS LA AL Ly AR LA LS LR AL LAY LEARERRSAN REAAN LA SRS Time 0 AR R L L L B B s B L A s L L LR L A e e Time
300 400 500 600 700 800 900 1000 1000 1200 1300 1400 300 400 500 600 700 800 900 1000 1100 1200 1300 1400
- - SN
EONATD F Y
0. ISULEE IS5UHRE
8 "
O T T T T T T T T T T T T T T T T T T T T T T 0 T T T T T T T T T T T T T T T T T T T T T T
30000 500 600 700 800 oe0 1000 1100 1200 | 1300 " 1400 300 400 500 600 700 800 900 1000 1100 1200 1300 1400
B S YR )
100, 100,
5 s
‘ ‘ W 700 800 990 | 1000 | 1100 1200 | 1300 1400 200 4050 600 | 700 800 | 900 | 1000 | 1100 @ 1200 1300 @ 1400
300 400 500 600 700 800 90 1000 1100 1200 1308 .,,1400. . 1 - . . . ! &k e s
*:T:' /ﬁ'/& *ﬁ:é/ﬁ'/&
100, 100,
LI ]
0 T T T T T T T T T T T T T T T T T T T T T T Time 0 T T T T T T T T T T T T UL T T T Time
300 400 500 600 700 800 900 1000 1100 1200 1300 1400 300 400 500 600 700 800 900 1000 1100 1200 1300 1400

6-1 REMRAZ VS ZALTa D SRM 7 0~ h7T A
(mliz 476 — 182) ., ¥RINJEEE : 0.01 ppm (Z£1E, 0.05 ppm)
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L x Frvry

100

ISt 100y IS5 hEE

-
%

v v

% LA AR R R LA ARR R AR R AR R

LRASBUSAMERSS AAMRES
300 400 500 600 7.00 800 900 1000 1100 1200

v

J\ ig\—sj]u Eit*:l’ 100+ %:‘\hﬂ Ei‘:*‘l’
S

0
A L R I L s T
1000 1100 1200 1300
0

J c T T T T T T T T T T T T T T T T
1400 300 400 500 600 700 800 900 1000 1100

J T Ty
13.00 1200 1300  14.00

%

T T T T T T T T T
300 400 500 600 700 800 9 l 14.00 300 400 500 600 700 800 900 1000 1100 1200 1300  14.00
35 A 3o * [T
1004 BERR 1007 BRI
§ [
[ LA AR RN L Ay Ry NN Rl A L LAY LAy L LA LA SR AN LASAN SAARI AR ANl Time 0 A A B S M A R AN M L LAY A R B LA Ry MRt B L LA AR R Time
300 400 500 600 700 800 900 1000 1100 1200 1300 1400 300 400 500 600 700 800 900 1000 1100 1200 1300 1400
~ > =
PRV kA
100, 100
F=- e N
NPT TS 98H#
ISR R
§ &
0 T R e e RAaa o e A maman 0 LA AR RSN A RARAL AR RN AR RN AR LRSS RSB RASRA LA RSN BAARI LA BEARE
300 400 500 600 700 800 900 1000 1100 1200 1300 1400 300 400 500 600 700 800 1000 1100 1200 1300 1400
100, 100,
3 b sy
IR YR )
N LIS
OHrrr P e e e e e e L R L R L) L A A AR L AR L Ll LA R RS AR R RN AR s
300 400 500 600 700 800 900 1000 1100 1200 1300 1400 300 400 500 600 700 800 900 1000 1100 1200 1300 1400
100, 100,
38 S I S
ey *ﬁ:ﬁ:ﬁ/&_
V=
LIS S
R A R L A L R L LA A A A s R L s B b buaaa sl LI T T P e e R e e Time
300 400 500 600 700 800 900 1000 1100 1200 1300 1400 300 400 500 600 700 800 900 1000 1100 1200 1300 1400

6-2 EHRAZY AN T rDSRM 7 a~ k7T A
(mlz 476 — 182) . ININYREL : 0.01 ppm
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N .
oK PN
1004
1004
5] 5
R ks ) LA s A A RS UAAIAAAAA L sl A nkad Rt maaka ks s kol 1 s Ry L AN A AN A NN MRS WA B R0 Rk REsal ki nana natad RAna el nantal 111
3.00 4.00 5.00 6.00 7.00 8.00 9.00 1000 1100 1200 1300  14.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 1000 1100 1200 1300  14.00
EoNAL D ¥y
1004
1004
N
ol
Orrrrprrer e e e e e e TiMe (e e e e e e e e Tine
3.00 4.00 5.00 6.00 7.00 8.00 900 1000 11.00 1200 1300  14.00 300 400 500 600 700 800 900 1000 1100 1200 1300  14.00

X 7-1 7T 7Bt oREN R V=N A A Ia~ NI T A
A%y &P : 50~550 amu
HESA: - ESI(+), CV=55V (CV : corn voltage)
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vl x Ty

1004
1004
< >
N e s s R Al s Ay o Rt A A b Aot st Rt el L/ I LR A R A K AL L LA Ly L) LA A A AR A LR RS LA LA Ak L e sl (1112
300 400 5.00 6.00 7.00 8.00 900 1000 1100 1200 1300  14.00 3.00 400 5.00 6.00 7.00 8.00 900 1000 1100 1200 1300 14.00
N > ="
s RS
1004 1004
& QQ,
0 LA A R R A A R A A LA LA AR RSNt SS AR LSRN AR RASSASSRRI RSN RS RASA SEARE Time 0 LA A L A L A L A R A R A R SR RSN SO RSt NSt LSRR SR AR Time
3.00 400 5.00 6.00 7.00 8.00 900 1000 1100 1200 1300  14.00 300 400 5.00 6.00 7.00 8.00 900 1000 1100 1200 1300  14.00

X 7-2 777 BOREN R N—FNAF > T7a~ T TN
A% i : 50~550 amu
HIEZAF - ESI(+). CV=55V (CV : corn voltage)
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6. EERFDOHEE
HREHZ BT ARERRT T o 7k 18 = MU v 7 ATRIMERER TR (R L2 i TER L
To TN RIS YRR D 7 i~ v 7T K%K 8-1 KTV 8-2 IR LTz, TEIRFAOHEEIRE
% R BEHAGR C— A ED 0.01 mg/kg & L CREA L7228, T odiEHZ B W T SIN ik 250 UL ESH
. THRETELRETH - (F 14 RDF 15),

F14 EEBROHTE 184850 15 F RO BTRAT
= o " - B E—VEREES" FiE
No smmean | wRE | oo | SHET RNRR | PEET | R2E (mmxe| | <rooxsmmss: Sl £ %
PP } (mg) | wzom | 7777 [T [n=2 | =19 n=1 | n=2 | ¥ | n=1 | n=2 | HOO®
x5JZ)L70Y %k 0.01 0.05 0.05 * 0.002 @i 68 | 106757 | 106818 | 106719.8 | 106213 | 106741 | 106476.7 | 517.0 | 579.3 | 1002 | 5482
*1 RAEME, REFERRKEDHEICE—REE(0.01 ppm) ALVD.
*2 EERFOEERETIAR(FMBRELEERRRELHRLLBE) SE. [ *IHNRTEND,
*3 HHPORENEERFHLUREIEDILSIC, TS5V I/RHORBER CRULLRERR (T VI RRNRERR) RGBS THRRLBERR GRRRERR) 2ERT 2.
*4 IO RFIBEFRR CBEAREBRROIRICKZEI2BLERES S, (BEISSLTRIBEAZTS,)
*5 TSVYIE—IMRBHONBEICE, TRVIRFMBERROMBERI IS IEEZLSIVEEANS,
*6 TRUYHRFIMRER R OB REERIH T HE—VER(RIEES) DL (%) ERHB.
®15 SINLLKHEA
£2 | aomn | wee | wnae | neek | SOFE | 0o S P e oo SZE e ps SN
No| ARHRLED | REZ | S ook | pom | o) | wauis” | BARE® | Bl |pam | mae | RE | o7 | 80 | TS| Bk | mm | me | | b | &S | 7738 e [ e "=
(mg/L) Oma) | (ED | (E2) | (©* | D (s) (Dmax) | (E1) (€2) | (©* | (©) (s) n=1 n=2
AFJANTOY EXS 1818 0.01 0.05 0.05 *g:g 0.002 249 1 0 1 248.8 | 2482 0.5 249 1 0 1 2485 | 2479 0.4 517.0 579.3
X= 1818 0.01 0.01 0.01 & 0.002 249 2 0 1 2486 | 247.7 0.7 249 1 0 0 2485 | 2481 03 3329 765.8
IF5hAES 181.8 0.01 0.01 0.01 s 0.002 249 1 0 0 248.9 | 2485 0.3 249 1 0 0 248.6 | 2482 0.3 862.8 886.5
Ry 181.8 0.01 0.01 0.01 fﬁm 0.002 249 1 0 0 248.9 | 2486 0.2 249 1 0 0 2485 | 248.1 0.3 1018.7 721.2
EFhiLs 181.8 0.01 0.01 0.01 ;ﬁm 0.002 249 1 0 1 248.8 | 2483 0.4 249 1 0 1 2485 | 248.0 0.4 591.1 696.7
ALY 1818 0.01 0.01 0.01 & 0.002 249 1 0 0 248.9 | 2485 0.3 249 1 0 0 248.6 | 2482 0.3 887.5 940.3
YA 181.8 0.01 0.01 0.01 s 0.002 249 1 0 0 248.9 | 2485 0.3 249 1 0 0 248.6 | 2482 0.3 941.4 899.3
3 181.8 0.01 0.01 0.01 fﬁm 0.002 249 2 0 1 2485 | 247.3 10 249 2 0 1 248.3 | 2472 0.9 259.8 287.4

*1 EAE(E, REERFEOBEIZF—HRIEE(0.01 ppm) £ALVS,

*2 FMEHNSHONDE—IDSINLLERDDBEITIETFEMIA. TPV IRFMBEE TN DB ONBE—IDSINLLERDDIERICITRLEI N RTINS,
*3 HMROREHNSERRRIELRELEDLSIC, TFIE I TIREL BB (T 4 VERRT Do

4 R—RSAVIF/ A XD PRI (C) EANBTENLELN, ThARHLIBE(IE/ A XDBKA (ED) £8/ME(E2) OFHIE[ (EL+E2) 2] EALTHRLY,

7. REb MU v 7 AORE~DRE
VRONE R R (EYEEAR Y 3 — AR YY) LU BT DIEBHERERRIC 35~ R Y v
I AUHINEARERIE O — 7 WA O 2 i L, kb~ N U v 7 ZOREME DB OV TR
Li=& Z A, 100~104%DEPHTH v . BAE 72 A A AL L OB sh FIdE < . FFR TE H2HiPHT
HDHEEZ BN (5 16)

F16 BHINVIRDAE~ADEE 1B H4E: 15 IR TR
. s . -3 E—UmEH(EE)
No. | ssRiEAD aRE i | B | RRRE | awt [mmwE| | <HUosxammssm ERREER Eomm| %
gka) | (ppm) | (PP (mgL) | ®208 | 777 [Toal | w2 | ws | wl | n2 | wH | BOR®
ARJRILTAY rXK 0.01 0.05 0.05 0.01 ik 68 560092 | 550658 | 555307.6 | 554771 | 545391 | 550081.1 1.01
K= 0.01 0.01 0.01 0.002 i 104 186677 | 186158 | 186314.1 | 178904 | 178402 | 178653.1 1.04
FSNAFS 0.01 0.01 0.01 0.002 HEiE 92 115291 | 114785 | 114946.3 | 113824 | 114048 | 113936.2 1.01
Xy 0.01 0.01 0.01 0.002 miE 65 109401 | 110957 |110113.9 | 109801 | 111395 | 110598.2 1.00
FhuLs 0.01 0.01 0.01 0.002 i 87 108159 | 112623 |110304.4 | 108161 | 111116 | 109638.1 1.01
FLoo 0.01 0.01 0.01 0.002 i 115 109952 | 109529 | 109626.3 | 108810 | 108050 | 108430.0 1.01
YA 0.01 0.01 0.01 0.002 ik 69 110764 | 109451 |110038.4 | 107123 | 107894 | 107508.5 1.02
BE 0.01 0.01 0.01 0.002 EiE 118 165213 | 165278 | 165127.0 | 165213 | 165143 | 165178.0 1.00
T R BEBAREOSA CE—RRE (00l ppm) EAL S,

x
N

A INEURERERIZH (12 EURE100%40 LiREITEH LT, T VR M OHBRBR TARLBERR (LI RFMBERR) RUBE CTRHMURER R CRRRERR) 2FRT 5,
TRV ORFIRER R R FBEREREOIRIRE(C2E LRELERALFHET 5. (BEITSCTRBIAZTS.)

TIVIIE—IDRBHONIZBEITIE, I VIRBFMEERRDERF IS IEEELSIVEZRANS,

R YIRFIMEEBRIZHBYBDIIVIHMOARBREANTHART S,

R YORFIREB RO BT ERRISRH T HE—VER(RIEBS) OLLERDHD,

%
w

P
(LN

%
o
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AN
(mlz 476 — 182) . ¥RANFZEE : 0.01 ppm FH Y
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