KAHEFIL, RBERBICBIT 2MEHRREE LD LD TH Y, MBIEOFEMICE L THEL
LTTFEW, Z2d, MEEONAE & B £ I3 EmaliRik & ORICHES DS & 2581218, ®amE
FTERARBIENERE T2 2 L2 THELSIES N,

B T2 ERFOM THLIMED
ABRIABAFE S e i &

7=y b7V NRRE (BKED)



T xr TP FRRIEOBHE R
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1. HERUSRBRIED R T #f
T2 I I RIS AT ny T A 2 ZARABRIC IV ENTT TV ) o ER
B &3 DREAIT, MOBHEER D b RMFZIR Z Ry 2 O T, OB & AR L 72721 T,
I & CORMIBMERIEA FTRETH D, EFERME/EFES BOEESBSHEE) ([TRIRS
N T IRHI R E e O EHER 2B 5 2. IRIEOPRR 21T~ 72,

1) HRflxrsmE
Tz TP IR

2. TR EM OGN, WEMLZEROMEE M O (2R 5 i
1) G OB E 2RI

X8 8
'?'J\'?'J\'?'
N=—N CH,CHs

B3 CiHCINSO,
5y : 349.8
k¥4 (IUPAC) : 4-(2-chlorophenyl)-N-cyclohexyl-N-ethyl-4,5-dihydro-5-oxo-1H-tetrazole-1-carboxamide
g B R
A R 79C
FREJE 1 5X10° mPa (20C)
R - K 2.3 mg/L (20°C)

n-~74% 21, A4 Y7 a/R)— 3R, vrar AL kF Ly >250 (BLE g/L, 20°C)
F 7 B 7 — KBRS log Pow=3.60 (20°C)
ZEVE KRS ; pH 5>300H, pH 7>500H., pH 9>#7H (LLE 257C)

oo fEEEdY ; ik K9208 . BARK K910H (BLE 25°C)

(Hi# : The e-Pesticide Manual 15th ed.,ver.5.0)

2) FEYE(E
fa /¥ 0.03 ppm


file:///I:/Master/Note/26-1_残留農薬等公示分析法検討会-1/2_検討予定・終了_未通知/2016H28年度/Program%20Files/BCPEPM/ePM2%20A:0

(I8R5 1E]
1. gk
1) WAL
M ZFEMROELENG, L UAFRERROEENG, ZOMOFEHIEND A — R—IZTHA L
77

2) HBIOFE ST E

OO ILIENRE 2R, MUI%—b1%100 g2 &Y, U PR30 gz, FEVFA X LT,
Q- DNENIIHRE A& . M —(k1£100 g2 &Y. U UER30 g& iz, RET T A X LT,
Q4D g LA %E)—(b#%100 g& &V . U U830 gz, RETFA X LT,

@O FIFA B (Raeagie) MUY —(b#%100 g# =0, U B30 g2z, REVTA AL,
©® 9 &1, IEEAMEH L, B ARV AT (N, B RO E2ET) /M%) —{k%100 g &Y |
U UE30 gz, REVFA XTI,

©®L UAlE, HikzRIMUIE—(b1%100 g2 &Y. U W30 gz, AEVHA X LT,

@ FFL13100 gZ &Y . U fE30 g2z, RETDTA AL,

@FFINL, HEREINALINEZ LSIREL100 g2 &V, U EE30 g2z, REVTA AL,
@IxbADITEMEELZFERAL, mEVFA XL,

WO IZNEN 8 ZFrE . MU —{b#%100 g2&0 . U 30 g& iz, REVFA X LT,

2. R - Bk
1) AEYES
Tz bW REREY  FE9.7%. RlET79°C (BEEbARL)

2) I
TER=NUL, TR b BRI (BRI
T r=hUb @A v~ N7 T 7 H (BE LR
HEfE 7 B =7 A Kk (BE B L)
A YUt T4 h545 (BEHA L)
BTN Vb U BV =5 A MEGABondelutC18 (1g. 7V L2k« 77 J my—i#l)
T 774 NI—R =472 :InertSep GC (500 mg, ¥ — =T /LA = xfl)

3) EEMERE, IR ORI
OEEAEIR O FHEL 7 1%

BEERGR © 7 = N7 REEHEM2S mgz A& FE L, 7 N o T L C500 mo/Lisik = i3l L7z,

P AR R R A BEYERUR 2 7 2 b= R UL ROYK (1: 1) R CEEAR L, 0.0005 mg/L~0.02
mMO/L DI FE DRI 2 R LT,

BN PR HEPRTR « FEMERR 2 7 & b > CAIR L C0.2% 10.6 mg/LiAiR &2 sl L7,

QR OBk
10vol% YV > . U UEEI0 mLIZ/KZE %2 CTIRA L, 100mLE L7z,
T r=HFUVKROK (2:3) EIE: 7& b= kU /1400 mLK UVK600 mLZ RS LT,
T = RFUAKOK (7:3) BIE: 7 b=FVU /1700 mLEU/K300 mLERE LT,
TER=RMUVKROUK (1:1) IR : 7& b= KU /500 mL&UVK500 mLA G L7,
1 mol/LEERE 7 > & =7 LIRHR « WEBR T & =17 151543 g% /KICIAfEL200mL & L 7=,
2 mmol/LEERE 7 > & =7 LAVRHR - 1 mol/LEEEE 7 > & = 7 A YA 2 mLIZ/K 2 i1 2 C1000 mL & L 7=,



3.

i

REDFAY—: TNV ENTHET I AT25_—2 w7 (AT« Dyl
r—4 ) —xoNRL— X — R-200 (SEHFER) %

LC-MS/MS
U= =t

MS & API3200 AB SCIEX

LC HE Prominence BEt R ERT

T — X JLFR Analyst AB SCIEX
4. FEEM

LC &A%

T I TSK-gel ODS-100

PA XN 20mm, B E 150 mm, K& 5um
E I A SR e S

BEhAGEE (mL/min) 0.2
HEARE (uL) 5
77 LiRE (C) 40
B AlZ : 2 mmol/L FEFE T > & =7 AVRIK
Bix : 7 & b= KU L
75T M
e (4) | Al (%) | BIR (%)
0.0 90 10
5 10 90
10 10 90
10.1 90 10
15 90 10
MS 514
WEE— K MS/MS, SRM BRI LE=%Y 7
AFAbE—F ESI (+)
Xy 7 VELE (V) 5000
JIAERE (°C) 500
PLIRIE T 223 70 psi
aYTa A 7=

+350—154[ 2 — 2 &EE : 21(V), 2V Vg T RLFX— : 15(eV)]
+350—197[2— &L : 21(V), 2V Vg = RLF— : 15(eV)]

9.1%>

EfEA A (mlz)
EMEA A (mlz)
PREFER oo H %2

> =

. E=

Tz T RERERS mga SRR L, 7 b AT L C500 mo/LOFEHERGR A FEL L=, 2 O
a7 h=hFULKOUK (1:1) JEETAB L T0.0005, 0.001, 0.002, 0.01}% TR0.02 mg/L oD E D
WEPRIR I LT, 2 OFAIRS L&z LC-MSIMSIZIEA LT, &bz B — 7 Iz AV TRERR 2 B L
7o PRBRVAIRS L& LC-MS/MSIZIEA L, BEMR S REfIEIC LY 7= I RoGEZH
L7z,

6. WECEIOFHHR
FOfFAL FORE, FH. BIPKOFHEOMK (I : 0.01 ppm)

YEPRIK0.2 mg/LZ0.5 mLfs L L <IRA L7, 30rfAkE Lz,
LOREN (ISR :0.01 ppm) : #UEIS.0 g4 BRI EEHEANK0.2 mg/LZ0.25 mLIRIN L X <R

A L=, 305 Mk L=,

S, DR EROL UA (IR : 0.03 ppm)

: #UBH0.0 g5 B ICHSIN AR

: @EHL0.0 gfE Y B I U IR HEYS#120.6 mg/LA 0.5 mL

_3_



WL X <IBA L=, 304 iE L,
X H A (BRI :0.01 ppm) : 50EF0.0 glZ IRINAAE#EA 0.2 mg/L% 0.5 mLEsh L L <iREG L7-fk.
304> k& L 7=,

7. RBRIAIR OFHE
7=y b REREDS Y UBEET T b T L, A7 2T U Uy ) e =
BT RNT T 774 "H—HRI=hT7 L THER L%, LC-MSIMSTEE N R LT,

1) fht
O, I, . BINK OB EOLE

#6H10.0 gFE XY 54200 mLi OEFICE VY | 24U 7' 100 mLa iz, REDFA A LTH, &
A V7 HEE S emicB - AR (E60 mm, No. 4, flLUSUWERTERD) 2 FvCkg] A L. 200 mL
KAAT T AR LTz, AR EOEREMIZT 2 50 mLENAZ CTRETFA X L7k, bid & Ak
IZAM LTz, BbNn-AiREAby T, 7 CTIEMIZ200mLE Lz, Z OWIED S IEMEIZ4 mLZ £R
. /K 16 mLEMZ 7=,

QN D% &

#AE5.00 gFH Y4 #4200 ML LEICE VY . ZHUCT ' F100mLaE iz, AETFA XA L%, 7
A VL& SKL emiZEW 2 A% (EA60 mm, No. 4, HllLBUEFTR) 2 FAuvClkgl i L, 200 mL
KAAT T AR LTz, AR EOEREMICT 2 50 MLz A CTHREDFA X L%, it & Ak
IZAM LTz, BbNn-AREAbE T, 7 CTIEMIZ200 mLE Lz, Z OWIED S IEMEIZ8 mLZ £7
D, K20 mLA& Nz 7=,

AL bBHHODEE

#XEH0.0 g% 200 mLIE L ICEVERD . 10 vol% U »EE20 mLZ Nz, ¥ L7-, ZHiZ7 & b 100 mL
ENzZ, REVFA RULIHE, 74 YU 2R SHL om0 7= AHE (60 mm, No. 4, il |LSERT
) ZHNTWG A L, 200MLEA AT 7 AR LT, AR EOEREWIZT & 50 mLE % T
REVTA R LT, ERRERERIZAB LT, BFoNicAREGHOE T, 71 b CIEMIZ200 mLE L
T2e Z OOV HIEMEZAmMLAERY . K 16 mLZ % 7=,

2) kg

A7 2T I b U BNV =T 5 [MEGA Bond Elut C18 (1 g) | KON/ 77 74 b A1—
NI =774 [InertSep GC (500 mg) | ZNZHIZTE b=k U AKOUKES mLENARIEA L, it
HRIFHE Tz, A7 2T Vb U B F NI =h T A2 1) TELNERREEALZR, &5
W27 b=FUAKROVK (2:3) {BIRI0 mLEFEA L, MHERIZE T, IRWT, A7 %7 v
b VDTN I =T LD TN T 774 VII—HR oI =7 055285 L., 78 b=V LKROK
(7 :3) R0 mLEEAL, WMHHRITE T, A2 27Ny UMby U B FV I =0T AEREL
Toth, 77774 MI—ARUI=h T L7 R= MU A2 mLEIEAL, IWHIEERY, v—% U —
TR L —Z—Z W T40 CLLUT T L, Wit abrE Lc, Z0EBWEZT 2 h=KF UL KUK (1:
1) TEBIRICEAR L, EMEC2 mLE L2 b D& RBRsik L LT,



[ 7 o —F v — 1]
| RS, . $L. FRIRR O - BUEHO00 gl U M WE30 g& A, MU — (b,
| #0EH0.0 gfHY EZEVERD
| HERS : BUKEFL00 gl U > FE30 g& Nz, ARG —(kik, #kI5.00 g4 =4 =V D
L EZBHo  5BH10.0 gi210 vol%% U 20 mLZz iz, BfET 5

| 7H&Rr100 MLEMMZ, REDFA X

| B A

| EREWICT R FU50 mLEMZ, REDFA R
| B A

|

AiREGHDET, 78 N2 MMA T, 1EfEIZ200 mLE 3%
I 4 mL (IERAIZ8 mL) spHeL. k16 mL (IEAHIX20 mL) ZNzx 5
F2 BTN VUL DI I=ATBROT T T 74 Fh—Rr I =0T Lk
| A7 2T N VM DB FVI =T 5 (T b= b UK UKES mLTHEFE) (CEA
| 7 h=bFUAKROK (2:3) {BIHEL0 mLTHEH
| AT ETINT VI D DTNI =T EDFEICT T 77 A NA—R I =T A
| (7& b= b U AROUKES mLTURE) %kt
|
|

T R= FUAKOUK (7:3) BHEI0 mLTH&EH., A
T 2T YA U DTN =T MRS

I 7 bh=hFVU120 mLTIEEH

D (AL ) |

LC-MS/MSE &

5 pLYEA

8. = MU v 7 ZAUIEERERS R DR
1) EERFFALRE (ERRAOHEEH)

ST, ORERCLURIT T v 7 B BRIEHKD 505 MLyl LIS ZBRE L2, 7= FIHIR
0.001 mg/LDOFEAEAHKO.E mLICHfE LIz b D&~ b Y w7 AEIEREER & LTz,

2) WMENGERERIZIS T 2 B 100%H Y IRE GUEb~ MY v 7 ZOHRIE~DEEH)

EF, 9 RERONL U7 7 v 7 B BRIA D 505 mLy B LR A2 BRE LTctk, 7= R TH IR
0.003 mg/LDFFEHAEVEHR0.5 mL IR LT b D&, FOfR, FOEN. 4Ok, 47, BN, 1IbA
DR HEOFHRNLT 7 v 7 RERER D 505 mLa B LIEE A RE L72%, 7= F 7% 3 F0.001 mg/L
DOIEAEIROS mL \ZEfE L= b D%, ~ MU v 7 AUSHIEEERIR & LT,



DR R M VB 22 ]

1. JESRIFORET

1) LC &fhotat

IIMET 7 BZOW T, TSK-gel ODS-100V (N£E 2.0 mm, £ & 150 mm, ki 7% 5 um) %, BEFES
FRIZDOWT, 2 mmol/LEFRET B =7 LA A O T & b= MU L2 W TR A T 2 A, B—2
TEAR. 2B, FRBLME R OYRE O WL b RAFREE R D2 T, A 7 LIETSK-gel ODS-100V (£ 2.0
mm, £ 150 mm, ki 7£E 5 um) &, BEHIZIE. 2 mmol/LEER T T =7 AEERE T =K
NERWLZ L LT,

2) MS &AEoRET

7 FT7H I RIFESI (+) E— R TOA LT AEDEENRBIFTH - 72729ESI (+) £T— FEHH
L7z, EERFAAYERECTHL 7 = M T ¥ I FOEMERK (0.001 mg/L) 1ZFI1F HSINEEZEKLIZRL
Too EERBFAYLEEOSINIZN TN B0 ETH -T2, 7= 8T H I ROESI (+) £— K TO~
AARY MV EKL-UIR LS, ZORERN G 71 kAN (nfiz 350) 2 7Y h—H—A A & L,
mMiz350% 7 U h—Y—A AL L LIzGEOTa X7 v AT MVEKL-21IZ7R LTz, £ 5 72 A
7 Mvvbmlz 350% 7Y I ——AF L LG EO T e s N F L ThoHmlz 16547 EEHA 4
L. £miz 19752 EMEHAA A & L,

PLEDZ EMBESI (+) T— K ToOm/z 350—154% E &M, miz 350—197% EMHHOREA A & L
776

#1 7= h 7% I ROS/IN (0.001 mg/L)

TV =Y —AFr  TaFxs s AFr  AFAEE—R SIN Area (counts)
350 154 ESI (+) 110 10329
350 197 ESI (+) 99 7690
T +QL: 0.620 min from Sarple 1 (fetrazamide ns2 DP21) of 12061 2fentrams2.w... Mex. 2.7e7 cps
350
2.6e7
2.4e7
2.2e7 /
2.0e7
2 187
: 1.6e7
5 lder
; 12e7
= 10e7{ 117 32
372
8.0e6
6.0e6
406 197
1 7. 138 0
21| a1 VLT ] e e
0.0 | 128441 22 . 2% ‘ H‘\ L Lu [ T
100 150 200 250 300 350 400 450 500
m'z, Da

X1-1 7= hT7YI ROV RAAT bL
2% & 100~500 m/z
HIESME ESI (+), cv=21 (CV==—FEJF)



W +ViS2 (350.00) CE (15): 0.235 min from Sarple 1 (fertrazarice MGMS DPZLC.. Ve 4,085 cps|

154 .

/ ==X

4.0e5
35e5
3.0e5

- /

2.0e5

Intensity, cps

15e5

1.0e5

5.0e4

%0 Do T o o 20 2o 20 20 2 @0 T 0 @ I 4
mz, Da
X1-2 7= IV IROT Y=Y —A A4 miz350 DT E T ~AF L AR [L
A2 EIPE : 100~400 m/z
MESM: - ESI+. CV=21, CE=15 (CV==2— FFE, CE=2Y Vg T x/LF¥—)

3) BREMROERNE
2127 = b T FiEfRO—fFl%Z 7~ L7, #£E£0.0005 mg/L (0.0025 ng) ~0.02 mg/L (0.1 ng)
DT TYER LR EROFHBIREIL. W brP=0.994L ETh v BAFRERMEE TR LTz,

140000

120000 } ?_5&@£@%%§§7£%ﬁ:@*1ﬂ

HEfE (A —A—) : Analyst

100000 | (AB SCIEXHY)
e v—7 OERE B — 7 mRE
000y W BRI : A/~ Tl
S W A - om Y
[ 60000 | MEMRIEEY — 7 OEE : 0.0025ng~0.1 ng
U

MEREE (a) :a=1156117.213

y=1156117.213 x— 152.018 BESEE (b)) : b=-152.018

R? = 1.000

40000 r

20000 r

0

0 0.02 0.04 0.06 0.08 0.1 0.12

TV SHIRER(Ne)

K2 7=z T MRrEfpl (n/z +350—154)

4) ERRESR
ERRROR SR Z L FITR LT,
0.01 mg/kg [ (2 mL/0.2 g*') X (0.005 ng/5 uL) ]
*110.0g X4 mL/200 mL (JERGLISA DA
5.00 g X8 mL/200 mL (fER D)



2. BRI RNE DR

1) Fhi A EORET

OEFFREIZ DN T

RIS T 5 2, SRS X IEMW A ERG O S Th 2B ORBRE 172 b7 I PR
BRiE) ISHEV, MR T DT A V=2 O TLOEMMEL, 7 Y U121 cmOJE SIZHN 2 Ak E v
TS| AT D HETHRFZIT- 7208, FORFIBROTEMEGRBRICB N T 7 =2 b 79 2 ROSHENR
HHNTE (£F2) . FORFERE0 gickf LU U EE30 g& iz TR — b LB\ [FEB
E] 7T ORHNEICHE > TOMTE{T o7z, ZORER, RHRR%E b B RENEENMG LN, U Uik
MU 21T > 2B 2 7 & o T+ 2 s 8 A Lz,

F2 MEICB T 27 = 7 F I ROEIMERHRIEIC XD EIE (%)
N1 OOk F ]

05 1053 20 53 30 53 60 73
) ERIRINZ: L 97 78 54 54 —
U BRESING R 89 94 87 96 97

7= b7 REINREE : 0.01 ppmtH Y
FeeECel - 10 gfHY

@I AE 3 2 B OFEEE K& OVRINEIZ DWW T

FORFIKLI0 gz V VB ITHERE 2 2 EHh0.25 g, 05 g. 1 g. 2 g3 giinL. M1 —(k L7,
PR L 7o B 3BHT W T [EBRGIE] 7 OGHHEICH > Tl & T o7, £72, &#UEH0 gffi 4 &K
10 mLAEINR ZNENOpHIEZBIE L, EORERAERIITR Ui, NI 58RI Y R SUTHEE 2 Fv -
LT3 2 803D W0EE T =2 7Y ROEYERIME N @A 23578 b,

#3 U UBEOMRBROBIRNETOZ = 7 I FOEIER (%) (B RUpHE (FE)

NIy
0.25¢ 0549 19 24 309
U R 78 91 94 98 99
(pH &) (3.61) (2.59) (1.86) (1.34) (0.96)
{2l 5 89 86 91 98
(pH 1) (4.21) (3.92) (3.61) (3.35) (3.13)

7 7Y R © 0.01 ppmidY4
FEfgaE - 10 gfH Y



@ ED U U ERIRINEIZ K D pHAEIZ DWW T

ABRIZHEFH L2 4 DR X NI B AL OAFEND gic ) v EEZnEinl g, 2 g&kUB gifshiL,
AU —{bt%, ENZIUTKI0 mLE/Z1F20 mLZ Nz, pHIEZHIE Lz, TOfRREER4MR LT,
JiFig & ORITEIEM Y OFE R L i L, EORBHIBW T HIRWpHAE F 721X FFREE OpHIE & 72 > 72720,
FFlgZ ANEDORUEL LTEZ, @ TRLEZEL 9 ICHE00 gic U U EE30 gZdshnd 5 HikaiH L=,

4 ) RO TRINE T OpHIE
U RN &

l g 2 g 3 g

DA 1.87 1.41 1.16
4D R 1.38 1.20 0.97
YA 1.83 1.33 1.10
PRA- 1.83 1. 40 1.13
L C&H" 1.48 1.17 0.95
AL 1.50 1.24 1.07
YR 1. 47 1.18 0. 96
55D ™ 1.80 1.36 1.14

=

*2 KE10mLINZ, HIE
*3 JkE20mLinz., HIE

*4 KE20mLINZ, M AiEg e
kL0 gfH Y T3

2) FERFIEIZOWNT
OA 7 ZF N VUL U B 7N =8 T AOEHIRI

FI BTN VML Y AT NI =T LT F= Y AKROKRES mLT PR L2k, 7=
¥ h 7Y R0 pg (0.1 pg/mLEEHERIRL mLOVEEE 2 25812 X 0 BRE) 2 7K10 mLIZ SR L &A10-mk
<A LTz, IWHIRIAERSBIR LTz, 72 I I REA 7 XTI U b VB NI =0T
LHER OB TIEA A MU BEORENRE L, BMEIEP AT ThoTolod, 77774 Mi—AR v
R TAEREBNT A EE L, V7T 7 A MR I =T AETE = FUAAVKROUK (T
3) IRIRIO MLTHEETE D72 (K6 | A7 F TN UL U BTSN =0 T ADOENIKE %
DEFAMTHIEEZEBEL, 7 =M LKUIK (2:3) IBIKIOMLTHFL, 7 =KV LKD)
K (7 :3) JRIKIO ML TR T 5 k&8 A Lz,

FHE5 AT EFTINT UL Y BFILI =TT A0E ORI (%)

T = MU NVKOUK
3:7) (2:3) 1:1) (3:2) (7:3) 4:1) &t
10 mL 10 mL 10 mL 10 mL 10 mL 10 mL 10 mL

7K

g=(1l

A N AN N 0 0 0 0 93 4 tr 97

MEGABondelutC18 (1g, 7YV > b « 77/ ny—ifl)
& 0.1 g



Q7T 774 M=K =0T ZORHRI

77774 M=K =07 L5%7 1 b= VKUIKES mLTHfkedLIc%, 7= F 79
R0.1pug (0.1 pg/mLAEHEZRIRL mLOVEBEZ 225812 X 0 BRE) Z /K10 mLIC PR LAf Lz, WHERLZ
FOI R LIz, 7= b I NIET7E F=FUARKROUK (7:3) TIEMET, 78 F=FU L KROK @4 :
1) BIEPS T2 =R U0 mLE TTIEIT100%EHT 5 Z & AR ST,

#6 7774 FH—RUI=8T L0050 (%)

7 h= kUL ROVUK

K TEr=FUW .
3:2)  (7:3)  (4:1)  (9:1) At
10 mL 10 mL 10 mL 10 mL 10 mL 0-100 mL  10-20 mL  20-30 mL
7z RIHIFR 0 0 0 17 83 10 0 0 110

Inertsep GC (FE CA&EB00 mg, ¥ —= /b1 = X fl)
fitglE : 0.1 pg

OEMIZBIT A A ZFI N VUMM Y B HFNANI = TEAR NS T T 7 A N I—R I =05 LDE
HPR T

Bl (IERH) A7 F OB EA T R Ea R T IOR LTz, A7 F Ty Vb U B =
BT ATIHAESE 8 mL (2K 20 mL 2Nz CTAf L7z, 7 b=k VL KRUVK (2:3) IR TRl L7=,
MEEL 72 I I RIREH Lo, RWT, A7 2T Ny UM U B F VI =T A0
TN 7774 NI—R U I=h T %KL, T =DMV LKOK (7:3) IRETHESE BT
LicbZA7 2 FIHI RIFBEH Loz, BEICA I ZTINV I ML Y BTNV =T L%
FREL, 7977 A MI—RU =T L0067 r=rIL20mML T = 7Y I REREHLEZE
A, BIEFRRERNELNZT-D, ZOHEERHA LR,

F7-. BEMLSAD 9 BEICHOWTIEA 7 ZF T U b U A7V S =Hh T A~OAFEORIHER
W EARDERNEI2 DN, JBIOSE & el UKD SRR LV 20RO =035 Z &1
PN EEZ, BB LR TRE CORR G EEZRA L,

ETIEBCBTAL 2T AT U ) BFENLI =T AR
BT 5T 7 A NI—Rr I=HT L3050 N (%)

HhHAKS mL TEr=FIAK TEI=LFNUAK F¥ k= kYL
+ Uk (2:3) * Uk (7:3) *° oz
0-20 mL 20-30 mL
&20 mL** 10 mL 10 mL
Tz hIYPIR 0 0 0 88 0 88

*2 MEGABondelutC18, (X CAflg, 7YV L k77 /7 nv—il)

*3 Inertsep GC, (FECA®500 mg, ¥ —T /Lo = Zl)

* FI BTN BTN = H T A

N FTETINTVINMET D ATNVI =T IR NI T T 7 A M=K I =T A

*6 AT ETINTIV MU BTN =h T ERESRD T T T 7 A M=K I =T A
kgl & - 0.1 g, BB (BN ™A T

3. WSMEEAER
FOFAL O O, ST, 572E. LUA, 3. BIILNIHHSD5 HIZHOMA
Z A 7210 B Z3BHT W T, [FEBRGIE] 7. SRR O FEIIAE > THRINEIGRER 2 F2hi L 72,
EANENEAER (235 1 2 BN ER100% 40 Y DR BARERIR . F RO T T > 7 30k OINECEF O
~ 10 -



era~w N7 AERBKORAIR LT, £, FBMOT 7 7 EIO A% ¥ HIEIC L HRFEHZ
hN—=2NAF I~ T T LEXKBIR LT,

1) ERYEDOFH
BERPEORRETHE R 2 R8I LT, Mt L7108 BT O EHI B W TH 7 = F I Y I FOERZY)
FITHE=271F3R0 60T, BIRMEEZIRGFTH-T,

#*8 BIRMEOFHML

— W D R [T T T
ERRN | xoug” | Snex” ; 7 ki
N | wesmaw | xas  [TIRF EEMT) san IR | SRR IR | e |
S F9TEF ' ]
0
0
0
0
0
1
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7= b I7HI FORMBGAERICK T 57 v~ 7T A

T

Peak Name: "FENTRAZAMIDE154"

|sEmpwe ame: “GYUUNIKU_CONT™
Comment ™ Annotation:
st 21

Sample 10~ _Flle: 120416
Mass(es): "350.2/154.3 Da"

na
Sample Type Unkno 00
tio /A
Calculated Conc: 0.0000  ng/mi
a 4/19/20 800
Acq. Time 12:14
Moditied ¥o 700
S e
2 s
2 00
300
200
100
ogs 1gs 35 700 geo 945 1052 13351, 60
2 7 5 £y 7 14
Time, min
C;‘Qj] éit\ N
dN Du
‘Sample Name: "GYUUNIKU_ADD1"  Sample ID: ™ File: "120418.wiff"
Peak Name: "FENTRAZAMIDELS4"  Mass(es): "350.2/154.3 Da”
Comment: ™~ Annotation
Sample Index
sample Type c 00
Concentration L
800
907
Moditied: 700
Proc. Algorithm: I 1w
uin. Peak Height a
Min. Peak Width © 600
= s
2 00
300
200
100
3 5 R Y
Time, min
IR
FEAEYRIR
PR
Sample Name:"STD 0001 Sample 10~ e "LZ0ATE W
Peak Name: "FENTRAZAMIDELS4" _ Mass(es): "350.2/154.3 Da"
Comment: ™ Annotaton: ™
900
ng /L
o 800
910
700
. ¢ AT W
Min. Peak Heignt: 100. a
win. Peak Width: 0.0 S 600
Smoothing Width: 3
500
400
c. Typ
Retention Time: 1
Arca: 1182.0 300
Start Time:
End Time: 200
100
7 7 3 g R T
Time, min

3-1 OO SRM 7 a< 75 A
7 x> hT7H K (mfz+350—154)
WINFEEE  0.01 ppm

T

Saiple Name: "FAT_CONT"Sample 10 e “T20AT8 i
Peak Narme: "FENTRAZAMIDETSA" . Mass(es): "350.2/154.3 Da"
Comment: ™ Annotaton:
ample Index 56
Y 900.
a0
700
S eo0:
2 sw
2 a0
a00.
200
100
499 607762867908 189 1322 133
b 3 T [T
Time. min
VR ;itm
NS l]n
Sample Name: FAT_ADDT" Sample 107 il T204 T8 i
eak Name: "FENTRAZAMIDELSA" - Massi(es): "350.21164.3 D"
Comment  _ Annotaton
Sanple Tnde 39
3 %00
800
909
700
S e
= 500
2 40
00
200
100
B i R R ]
Time, min
SN
TEYETRIR
PRI
Saiple Name: "STD 0 00T Sample 107 Fle"T204 18P
eak Nam E154"  Mass(es): -350.2/154.3 Da"
900
ng /i
na/mL
800
007
so 700
elliguan - 1A 11w
% e )
nin w0
2 00
counts 200
200
100
b T 3 R R VR
Time, min

3-2 £DEND SRM 7 a~ ~ 75 A

72 TP K (nfz+350—154)
WA < 0.01 ppm
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Peak Name: "FENTRAZAMIDE154"  Mass(es): "350.2/154.3 Da"

|Samp\e Name: "KANNZOU_CONT™ Sample 1D: ™ Fie: "120420F
Comment: ™~ Annotation:
ndex 2

1000

900

800

700

v.cps

600

500

Intens

400

300

ol 600, 730821, °0° 1088 1322
7 3 Q 0 7 [
Time, min

NN

File: "120420 Wi

Peak Name: "FENTRAZAMIDE154"  Mass(es): "350.2/154.3 Da"
Comment: ™ Annotation:
ndex 14

|Samp\e ame RANNZOU ADDZ" Sample 1>

RT Window:
Expected RT
Use Relativs

e RT:

Int. Type valley
Retentlon Time: 9,10 min

Intensity, cps

0.2 coun
01.06 cps 300-
5.98 ' m

K 7 s B 0 i) 1
Time. min

FRUETRI

20420.Wif
50.2/154.3 Da’

TRAZAMIDE154"  Mass(es):

Sample Name: "STD 0.001" _Sample ID: ™ Fe
Peak Name: "FEN
Annotation: ™
10

ng/mL
ng/mL

Modified:
Proc. Algo
Min. Peak

e
g

Intensity,
8

5
Time, min

3-3 DO fFfigd SRM 7 <~ 75 A
7z hZ7H IR (n/z+350—154)
WD © 0.01 ppm

Sample Name: "SAKE_CONT"_Sample 1D ™ Flle; "120420.mF"
Peak Name: "FENTRAZAMIDE154"  Mass(es): '350.2/154.3 Da"
Comment: ™ Annotation: ™
wle Index: 35
Unknown 300

A 20
202 260
20
20
20
10
10
10
120

Modified: No

Intensity, cps

3 7 3 5 0
Time, min

o g 507 099 7 O wqm yyeei2r
5

g

IR

Sample Name: "SAKE_ADDI™_Sample ID: ™ File: "120420 Wit
E IDE154" Mass(es): "350.2/154.3 Da"

3000

2800
2600
2400
2200
2000
1800
1600
1400
1200
1000

No
lgorithm: IntelliQuan - I0A 1
Min. Peak Height: 100 o

t. Type
Retentlon Time:

Intensity, cps

400
200

3 7 5 B 0 i)
Time. min

FRUETRI

Sample Name: "STD 0.003" _Sample I0: ~ _File: 12042 1wt
Peak Name: "FENTRAZAMIDELS4"  Mass(es): "350.2/154.3 Da"
Comment: ™ Annotation:

Sample Tndex 1

3000
2800
2600
2400

2000
1800.

cp

1600
1400.

Intensity

1200

3 7 [ 5 0 )
Time, min

3-4 XIFOSRM 7 u~ 75 A
72 TP K (nfz+350—154)
ONJREE : 0.03 ppm
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T30 A/

e Name: ONAGI CONT™Sample 10 Fler T20720i el Name: "SI CONTSample 10 Fle: 20420
Peak Name: "FENTRAZAMIDELSA"  Mass(es): "350.2/154.3 Da" Peak Name: "FENTRAZAMIDELSA"  Mass(es): "350.2/154.3 D"
Comment ™~ Annotaton;
Sample index s
300 a0
g /nt. 280 260
260 260
210 240
Moditied: Yo Moditieds
o 20 o 20
S 20 S a0
5 1m0 5 0
@ 160 b 160
R 5 10
= EP
100 100
8 0
) &0
2 2
20 927 2 938
230 485 o5 7e7 820 °F7 009 1323 1579 081510251 404 575 692793 p{. 1099y
3 T 5 3 O Y] 3 1 § § S
Time, min Time, min
whNECE WHNERR
N} D T N} [] [
Sample Name: "UNAG_ADDT_Sampie 10: = _Fil: “T204Z0.wi™ A Name: S RDDSSamale 107 Fis 20320
Peak Name: "FENTRAZAMIDELS4"  Mass(es): *350.2/154.3 Dar Peak Name: "FENTRAZAMIDE154"  Mass(es): 350.2/154.3 Da"
Comment: = Annotaton: " Comment ™ _ Annotaton
’ n Sample index %
2000 3000
ng/m na/mL
na/mL 2800 e 2800 920
2600 909 2600
2100
2400 Modified: No
o 200 Proc. Algorithm: Tnteilia . 2200
a vear Height: 100-0 2
S 2000 Peax wia S 200
2 1800, othing wid 5 1800
2 s Bxpected Rr: % 1600
H use o R z
o 1400 5 1400
s Inc. Type H
= 1200 Retantion Tine = 100
1000 e 1000
a0 Start Tine: a00-
600- 500-
400 a00.
200 200.
I B e R R ] F S T R
Time. min Time, min
e i S S i
TR IR TR B IR
PRI PRI
Sample Name: STD 000 Sample 10 Fle 120421 i Sample Name: STD 0005 Sample 10 Fle " T2042L i
ak Name: "FENTRAZAMIDELS4"  Mass(es): 350.21154.3 Dat Peak Name: "FENTRAZAMIDEISA. _ Mass(es): :350.2/154.3 Da
Comment = Annotaton: Comment = Annotaton
h 3000 3000
ns
2800 ng/nL 2800,
2600- .07 2600 °p9
2400 2400
e 2200 ST w200
: S 2000 : S 2000
othing Widcn: 5 10 oincs 5 10
@ 1600 @ 1600
3 1400 3 1400
= 1200 e = 1200
1000° Area: counee 1000°
a00: 500,
600- e 600-
400 400
200. 200
T4 R IR S S T RV
Time. min Time, min

35 YREDSRM 7 u~ K77 A 36 LUADSRM 7~ K75 A
7 x> hT7H K (mfz+350—154) 72 TP K (nfz+350—154)
PRONJEEE : 0.03 ppm ONJREE : 0.03 ppm
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A

"Sample Name: "MILK_CONT"_Sampie 1. ™ _Fle. "120420 wif
Peak Name: "FENTRAZAMIDE154" - Mass(es): "350.2/154.3 Da"

Modified: o 700

85106 243 555 52 556661543 900 1047 1174 1313
3 7 3 s 0 )

Time, min

1

NN

Sample Name: "MILK_ADDZ"_ Sample ID: ™ _File: "120420 wi
Peak Name: "FENTRAZAMIDE154"  Mass(es): *350.2/154.3 Da"

900 910
800
700
600

thing Width
500

400

Intensity, cps

counts 300

200

100

3 B
Time, min

FRYETRI

700, File: "120420 wi
Peak Name: "FENTRAZAMIDEL54"  Mass(es): “350.2/154.3 D:

|sammeNa "STD 000" _Sample 1D~ Wit
Comment: ™ Annotation:

700

1
Min. Peak Height: 100 cps

600,

500

Intensity, cps

300

200

100

3 7 3 B By 12 1
Time, min

37 FHHDOSRM 7~ K7 T A
7z hZ7H IR (n/z+350—154)
WA  0.01 ppm

T

Sample Name: 'EGG_CONT™_Sample 10~ Fll "L20420 ™
Peak Name: "FENTRAZAMIDELSA"  Mass(es): “350.2/154.3 Dat
Comment: ™ Annotation: ™
onknown 900
n/a
Conc: 0.0000  ng/mL
pac 4/31/2012 800
Acq. Time: 159125 m
Modified: No 700
S w0
Z s
2 a0
300
200
100
111, 174 383 436 6.56. 770850, °0° 1116 1263,
2 7 3 O T ) ™
Time, min
VR ;it\ N
dN? l]n
Sample Name: "EGG_ADDE Sampe 10, Fie "T20420 T
Peak Name: FENTRAZAMIDELS4"  Mass(es): "360.21154.3 Da"
Comment: ™~ Annotation:
) 900
g/ 910
ng/nL
800
Modi £ wo 700
Proc. Algorithn: IntelliQuan - 10A II
Min. Peak Height: 100.00  cps a
Min. Peak Wid 0.00 sec o 600
Smoothing Width: 3 N
RT Window o z
Expected RT: w 500
Use Relative K <
2 a0
300
200
100
7 7 G O o [
Time. min
*ﬂf“{ VRE
RN
Sample Name: "STD 0.00T"_Sample 10~ _Fle: T20420.wiT
FENTRAZAMIDE1S4" Mass(es): "350.2/154.3 Da
00
ng/nt 909
800
woditied wo 700
Proc. Algorithm: IntelliQuan - 10A IT
0 e o
o S o0
= 500
2 a0
300
200
100
] 7 G O o ™
Time, min

3-8 BBINDO SRM 7 u~ k7T A
72 TP K (nfz+350—154)
WANFEEE - 0.01 ppm
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S Name, THONEY CONT™—Sample ™ FIe-"To077 i S Name, “TORINIKU-CONT™Sample 1o Fle 2075 Wi
Peak Name: FENTRAZAMIDELS4"  Nass(es): 350 211543 Da- Peak Name: FENTRAZAMIDELSA"  Mass(es) 350211543 D
Comment ~ Annotaton Annotaton:
1100 1300
ng /. 1000 ng/mL 1200
1100
%00
Hoditied o Moditied N 1000
a0 "
M 2 w0
I - s
3 e 3
2 500 @ 60
T a0 - s
00
a0
a0
20
200
100 100
09
081 255300333 525 680 gao 909 103 1191 13181430 277 563 705 140 9091017 1182 12813
2 3 G 0 ] 3 T G 0 F ]
Time, min Time, min

NN IR

‘Sample Name: "HONEY_ADD: Sample 1D: File: "120417.wiff~ Sample Name: "TORINIKU_ADD3" Sample ID: ™ File: "120419.wiff'
sy 300 2er s 0 B FENTRAZAVIDESSA Mooty 2502543 o
R
1100- 909 Qc 1300-
o - 2200
s "
oo
100
TR . 2 o
. 2 o LU I
Z 0 920 min w70
e 500 e 600
a0 .
a0
200
200
20 o
0
S R e AR e C
Time min Time,tin
FEAETA IR RPN
RS =R ZaN R
L T SN ST ST Sarg o I
B e T AR Wasstons So0DLEA' ba ok e, FENTRADAMIDE AL Moo S0 03 B
1100 010 Standard 1300 2,00
oo R
1100
1000
o e s o .
: e 2 o
© Min. Peak Width ©
o Smootning Width 5 800
2 Z
2 500 o 600
a0 T s
a0
200
200
200
20
10 0
UL T R T R I S S T
Time,tin Time,in

39 IIHHHODSRM 7~ 75 L 3-10 EOMHWODO SRM 7 < =75 A

7 x> hT7H K (mfz+350—154)
WA  0.01 ppm

72 TP K (nfz+350—154)
WANFEEE - 0.01 ppm
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T

T

Peak Name: "FENTRAZAMIDE154"  Mass(es): "350.2/154.3 Da"

|Samp\e Name: "UNAGT CONT™ _Sample 10 _Flle: 120420 Wi

Comment: ™ Annotation:
dex: 4

4s
onknon 300

- 280
260
210
220
200
180
160
140
120
100

Modified: No

Intensity, cps

20 9,27

230 45 g3y 757 B4 0 999 1228 1579
3 7 10 2 14

5
Time, min

~ b U v 7 RIRIEAERE

‘Sample Name: "UNAGI_SPZ2"_ Sample 1D ™ _File: "53.wir"
Peak Name: "FENTRAZAMIDE154" - Mass(es): "350.2/154.3 Da"
Comment: ™ Annotation:

ng/mL

cps

Intensity

ey w M

3 7 [ 8 10 12 4

Time, min

TR AR YEA R

Sare Name: "SAKE CONT™ ~Sam 107 Fi “T2020 Wi
Peak Name: ‘FENTRAZAVIDELSA"  Mass(es): 350 211543 D"
Comment = Amotation:
anplc Tnden:
300
ng/mL 280
2o Dace: 20
240
Hodified: o
o 20
S
5 180
5 w0
S w
£ 120
10
8
&
0
20 507 639 766 O 1972 13.27
1g0 VO8O TES b 1’7 1a0elX
3 7 3 R G
Time, min
5 e S
~ M v 7 AUHIIEHEY IR
dN! BN
e Name: “SARE SPT_Sarme 157 Fie AT
Peak Name! FENTRAZAMIDELS4"  Mass(es) "350.9/154.3 Da"
Comment - An
300
260
260,
240,
+ Teeeiiion v 20 o
60.00" " epn -
Rt S o
points -
0.0 Teec z w0
tea 520 min a0
ot Reative FTi W H
s 10
vpe H
ntion Time: = 1o
) 100
Stast Tine s
i e
s
2
20
I N T A T
Tine, min
S R Y5
TA AT HE IR
B oRPR R
S NaTE "STD 0 00T Sampe 10 FIe AT
- MIDE1S Mass(es): 350211543 D
300
s
ns it 260,
A 260 e
240,
ModiFied: o
Proc. Algorithms Tntelliguan - 10A 11w 220
Min: peak reignis 100:00° eps -
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