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GC 02, 04, 1. 2, 4, 10 ppb
®GCFEEL~ M)y o XE LTPEGI00 &350
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EEEER FIR(b¥EHE)

- GC W2 EEIZE#ERK 48, 63, 70, 73. 77. 79
- LC REAZ#EKR 45, b4, 55, b8, 78

BAEERDERE 10 ppm
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LC-MS/MS AlE&t
_ LC : Vanquish (Thermo Fisher)
LC-MS/MS 45" TsQ Quantis (Thermo Fisher)
_ Cadenza CD-C18 & & 150 mm,
\
AHATL  lpgm 2 mm, MTE 3 um (mtakt)
F—TUHEE |40°C
FEAE 1 ul
N A 5 MMEEEE 7 ~ E =9 LJKRRK
el B A% J—JL
ek 0.25 mL/min (0~23 min, 34~35 min)
at 0.30 mL/min (23 min~34 min)
B 2% (0.1 min) —5 min—50%—15min
BEMREH | Z98% (6 min) —0.1 min—2% (6.9 min)
A F 46k H-ESI (Positive/Negative B EITE)
X FL—EE [1000V (Positive) . 500 V (Negative)
AlEE— K Timed-SRM £— K

GC-MS/MS RlEFE#

GC : TRACE GC1310 (Thermo Fisher)

GC-MS/MS |\is * T30 8000Evo (Thermo Fisher)
DHH T L \£¢§50M285 fmé 3;?;&%0.25 sm (Agilent)
AR 4 L (Splitless with surge)
FyYUTHX A1)y 1.2 mL/min (Constant flow)
SEADRE 260 °C

100 °C (1 min) —30 °C/min—125 °C
. (0 min) —5 °C/min—200 °C (0 min) —
FREM 10 °C/min—300 °C (11.5 min) —

20 “C/min—310 °C (5 min)
NSURT7— o
Syvme  |280°C
A+ UERE 280 C
14 F 1tk EI (70 eV, 30 uA)
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AEXa—Y 5B
+ BECEAEENORNG 30 HEERE WY e
+ K b mL Ik 15 HRIEE 2 PO
+ FER=Z UL 10mL WY TS
RESHAZ 148 ,\)‘ " N\
+ VIVBEF N DLIKIY 1 g R AP
t T UBKESF N UL 15K 05 g N
+ TR L T g s
+ KB TRV IL 4 g

FTiRES 19

=IOOEE (2,330xg, 10 2fE)

S FTALIERERT 20 M RALERREF LC : 30 4/20 #{k. GC : 90 4>/20 #&{k
BEAEA— MUy TIzk 1 mL &5

STEP |

L BERBA— RIS 125 ml &R LRA
EOAE (1490xg. 10 48)
| LC A
GC A
B 045 mL £/3A 7 ILI=4y
%Ttéﬁﬁc*OAmLQ%MLsi<ﬁé 5Lf ML &AL I
: R RUL 0SS MLEML 1 ml IcEA
STZEP BEH— by S~ LARD TEr=ZKY mLZFML 1 mL I2ER
N LC-MS/MS %
A= NVAN AN
ELRE (760 <. 3 53 (BAREIREE 0125 g/mL AR, REEE 1.25 ppb)
WED—b) Y DERKERI— M)y Ity b
STEP + 7t b2 356mL
,  EDSEE (30xg. 3R

+ 7MY/ MILT(3/1)35mL
BEBODEE (30xg, 349

AHRIZ 1.25% PEG300 % 50 uLi{mL7E b Thml IER

GC-MS/MS iz
(REEKRE 0.1 g/mLHEH, RERE 1 ppb)



=1-1

A

i Lamst

LC
GC

FAFE2 =)L (Neg)
TIUr MY
FHaArV—L
THAFKRR
THAFKRZX

Ty ILAILT T (Neg)
TIRUIFUSAFIL
FYLRLTAY
TOURAAFIL

T URRAFI
TEHEITYR
TErIO—L
7tIJz—h
FTIEFVARMBEY
FTIUFVAIOEY
TrITY

7=—OKRX

7=—OKRX
TINAGF Y
TANI Y
FIoA—L

TS HILT
FINLHILTRNKY
FLAYU-1234

A IRR
AVERYFF Y
AVFYFAY FHFVY
AVFYFAY FHFVY
AVFHTILF—IL

AV Tz URR

AV ITTVRRAFFY Y
A4V ToALT
AVTaFFIY

AV TaFATY
EEA=F

A4 7anyhiLd

A4 7ANUKR

A RY¥xy

ARPFAZRUVZAFILTRAT)

APy
A434907Y R
1IRyafry—i
A IRyIAFI—IL

AIRYAFV—L-FTARY DL

AVEI)TF7Y
AV RFHHLT
y=aFJ—)L-P
IRTBALT
IAAYLTAVAFIL
IALTLSYY
IFATzoHALT
IF+Y
IT4T7TUKRR
IhFHY—L
Ik 2LT7AY
IhTJzvTAYIR
IhTAE—F
IhFAKRR
IhYDTI—L
IRFLIFI—L
IRFLIFI—IL
FTEHTTIY
FTFRH4TEFIL
FEHToAARY
FERYXLYZL
FTHFRHIL
FEVHLREFS Y
FFEVTILFLT Y
FAI—F
A1) > (Neg)
HRXHYKRR
h7zrvAMO—)L
HhTaKR—L
AILNY L
ANTTV IV UIFIL
hFasz R
ANREFL Y
ANRRLT 7Y
ALRTZ v
*HokRy JTFIL
FFIKRR

/¥ TV
/U032y
F/AFFF—+
FrTay
B2

Ay 2=

AEXa—Y

ERE
(%)

EERMEGHARGER —& ENEL RSD (n=5)

RSD
(%)

AE

HR Lahit

LC
GC

JUYEYLATFIL
JLYFDLAFIL
sOxy bty bAFUL
savFiky T
VAEVUESSES
IaFT=>y
A=k B4 AVE N
JBIIVFYY
sa7ay 7 (Neg)
A=A
yAaXJx /IR
sarxZoyr
JBIVRTLAFIL
PAEDE 9%
sBYLAYIFIL
J0LIMFIRR
A=V % 9% a=
JRLE—LDAFIL
JBILEYRR
JRILEYRZAFIL
JnLIJzrElL
JRLIIVYY
saLTTVEVRRE
JBaLTTVEVRRZ
JANTTT7 A
A=A = I N
JOLRYY R
sonszxav
soox7
soaRyYL—h
YTFYY

YT RA

Park=p
STIhTTVALT
SHEXHFA Y

29 5= K (Neg)
vyBaI—hk
rony iy h-1
Sonv Ay k-2
CHUART L
SHORLTFLOY
oyna kKRR
SHonIzVFAY
THRILT=R
CoaRy TAFIL
sraivy
P/A=
TooLray 7 (Neg)
<4 0JLRZ(DDVP)
S AWK Y
SRR NV RILIR Y
SZRYIFIL

v/ ALTAaY
vna k-1
onakyo-2
ARy TTFIL
CITxFIR
CITTIZATIY
C7x/arv—i-12
SINKR)-1234
YINTTFIER
CSINTT=hY
CINRYZAY
y7aarv—i-1.2
yFaarv—i-12
v7av=L
TARLARNYU-1234
UNLY U
PES2%
vAaAFI—IL
DABANY) Y
TAFEY
TAFUE—NL
SAFILEVRR
DATFFIFR
DAbT—F
CANELT-
TARELT-2
SARYY

DA MY-S-AFIL
DAERL— K
YSINMATIY
AEJ T UA

AE/ 2D
AERFHIY

P =424 = bl 7
ATz hIVY

-3-

B
(%)

RSD
(%)
25
7.0

AE

#R Lahit

LC

LC

ZIARZRNLTAY
VEHI R
A=
B—INT L

HATS )Y
A4 7 L— k-1
HAT7L—h-2
EEPN=M
FroaTY R
FTRUELT—I
FTANFYL
FACHLT
FARVALT
FAALY
FOTXAY
FIIVALTAVAFI
FILYFIR
TUTEY
FRIVBOILEVRR
FThZVOLEVKRR
ThZaAFI—L
TRIURY

Tz a—L
FTTaAFI—L
T7arv—u
TIFURY
TITT7x/ TR (Neg)
FIITVETKR
FTIILN) Y
FILR> XA (Neg)
TILEANY Y
FILTRYY
FTILTRR
FILaFT T L1
FILAFTDL-2
FYTOA I —I-1
MUTOA S —-2
MUTOARY
rYFRLTAY
r)TVURR
r)T7L—h
rZaEL (Neg)
PO TI—
MUFAFYI—L
FUFAFV—L
FUTFTELT

k1) 7R R (DEF)
FUTLET Y-
[P N =%
rYTLTY Y
r)ToFT R bREY
rY 7o+ RL70UNa
ML ORIAFIL
FMLTTVESR
FTIEI L
F7aF=U R
FFanxs R
—rSEYY
—kOAg—lL4YTOEL
A=
TN
N—/\

VA=A N
NRSFAY (TFL)
NIFFUAFIL
NLTToTAavI R
AN=E D% S
NABRLTAVAFIL
EayFozy
EFLR/—IL-12
EJx /v R
EJxzv Yy
EXOZ)LTrEDR
EAXORZ
ES/nxbtoEy
EZ/nxkoEY
ES/0KRX
EZVALIOVIFIL
ES VKRR

eIV x—h
ESTILITVIFL
EURTTVFAY
EVARY
Evoz/ vy RED)
EYT7RY R
EVTFALT
=R o

TR-NRS-007

ERE RSD
(%) (%)
98 32
96 18.2
80 10.3
95 8.3
78 6.8
85 8.9
87 75
80 28
87 1.9
81 35
89 1.0
0(0) -
88 56
102 4.0
81 1.7
92 3.1
84 6.2
71 6.9
83 08
84 11.0
112 16.1
76 10.3
62 6.5
70 29
76 7.2
81 2.2
87 35
76 11.2
77 5.7
94 6.4
80 6.4
98 10.7
72 75
73 5.6
78 38
119 8.7
83 12.7
95 7.9
97 32
89 6.3
65 1.7
114 214
73 1.2
81 24
77 9.2
76 28
71 224
74 11.9
86 3.7
93 6.0
91 17.7
88 28
85 3.3
116 5.6
85 25
80 1.1
90 76
87 9.2
100 4.7
95 9.3
70 9.2
85 6.1
127 19.3
111 5.8
73 17.4
84 28
81 4.2
62 273
76 58
78 5.0
78 36
84 59
91 2.2
94 8.7
78 1.6
85 26
77 4.1
85 4.3
74 236
103 12.3
72 1.3
83 26
84 33
74 4.1
71 9.7
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®1-2 AERFaI—Y BEERNEIGHEBRER—% EIXERE RSD (n=5)

BE EiX®E  RSD Az EiX®E  RSD bl Ei%=*E  RSD
W EamE (%) (% #a# LawA (%) (%) e tamE (%) (%)
LC EUIALT 78 3.9 GC TN HR—h-12 97 16.0 GC KRRAFFE—h-2 93 99
GC BUzHLT 76 43 LlC LTz FEyh 86 23 LC KRTF7IRY 82 3.1
LC EVsSYTzy 76 22 GC JLTxzFEyh 87 16.6 GC RRAw b 93 10.0
GC EUS/NyU-AFILE 71 95 LC Zrzzxz/oRBY 76 24 LC RAHTzY 73 48
GC EYZ/NyI-AFILL 91 44 GC ZLT7IVELIFIL 116 18.9 LC ARFLRLTAY 94 42
GC EUIRAAFIL 81 11.2 GC TILIFFHTY 83 58 LC FwivaLTz=anay 74 22
GC EUXA&Z)L 78 105 GC 72/ 05vIRVFIL 77 19.1 LC KRILEFAY 71 24
LC Eo*ov 78 38 LC TUAYTLA 86 1.8 GC kKL—k 94 45
GC Ev/RVYY 95 17.7 LC TRy 90 25 GC 33FAv 108 82
GC TJ7LT—IL 77 6.4 GC TLYRY 71 43 GC z4/o7&=L 80 15.9
GC T7EFHRY 97 8.1 LC TirmFTEL (Neg) - - GC A AILNL 87 118
GC 74 7Oz 92 9.2 GC JLFS/B—L 85 6.7 LC #*37owv 7 (Neg) 78 47
GC Z7xFIRR 107 18.8 GC 7myn3X 77 126 LC AVRLTOVAFIL 102 50
GC ZxzFUEL 77 6.9 GC Fov =Ry 74 9.7 LC vz 126 35
GC ZJz=hOFAY 124 96 GC JBFAKRZR 72 139 GC *A&VYUKZR 78 6.0
GC Zz/*¥=L 99 6.6 LC FonFHky S 85 38 LC A4RVXFF7ROV 82 09
LC Zz/%4 70y 7TFL 84 1.7 GC Josya—i 87 10.1 LC A& kAR 76 15
LC Zxz/FvHhLT 79 22 GC Fanvy 94 51 GC A2FFVIL 74 96
GC ZJxz/FAHLT 81 7.0 GC Fmnx=L 93 22 LC AFFAHLT 84 27
GC Zz/hUv-1 89 10.7 GC Fo/KR 90 7.4 GC *FAHhLT 115 77
GC Z7x/krYv-2 93 17.4 GC FmsLFy bk 93 10.7 GC AFHFFv 82 6.3
LC 7z/7Hh0LT 88 18 GC FoEaFv—i-1 78 1.9 GC AhFvio— 72 78
GC Zz/THALT 104 5.0 GC FoEa+vy—iL-2 72 12.1 LC ARFLTIz/OR 80 39
LC 7xzVULVYVED 81 3.0 GC FmEY=IER 84 18 LC *FRTL 90 3.0
LC ZJxv73I Ry 81 27 GC FoEROPvREV-I 79 12.1 LC *hRLTOVAFIL 93 28
GC ZIvF7IRY 80 12.2 GC FoEROSYREV-2 - - LC ARFLY 67 (79) 3.7
GC 7z v/aLKR 72 40 GC BTz /KR 81 13.1 GC *hz=/RkBEVE 96 6.2
GC T VARILKFFY 94 14.6 GC FoRAUKZR 70 8.2 GC *hz/RbBEVZ 92 17.3
GC JzvFAv 83 9.1 LC FaRFLHNJUNa 83 9.0 GC A rZ4vO—0 98 42
GC ZJzvhI—H 94 23 GC FERFZRIL 99 54 GC AhYTTY 102 15.1
GC Tz unNL—hk-1 74 3.4 GC 7owvL 102 12.8 LC ANR=EYLA 80 17
GC Tz ynNL—h-2 93 95 GC FmARYY 89 7.2 LC *Evikz-12 79 23
IC 7zvEaxsA—t 63(99) 4.1 LC JoEFXL = - - GC ATz+tv b 80 5.9
GC Zzv7arv—i 75 44 GC TJRETFER 77 14.0 GC AT7IVEL-PIFIL 81 55
GC JzvFankyy 99 16.1 GC JmEFOEL—k 73 1.3 GC *7FOzL 89 6.4
GC Z7zv7OEELT 93 8.7 GC JoEKRZR 72 75 LC ®/4B8 kKR 80 27
LC Zxzu~AxHz R 76 2.3 GC TRERRIFIL 61 46 LC ®/U=aov 85 49
LC JxvAT14T7 L4 92 1.3 LC 7B3RXJ L 82 1.2 LC I—RRLTBYAFILNaE 94 2.7
GC THI4 K 44 235 LC AFxHaFvy—i 77 23 LC S5 h7zv 85 19
GC Z7a#sAa—L 62 10.7 LC ~FHT /Y 75 1.6 LIC Y=anov 86 38
LC 747z +vn 84 21 LC ~AFHTs0> (Neg) 91 5.3 GC BREET Y RRLT 7Y 82 210
GC T&=TAZR 102 8.2 LC AFYFFIIR 76 16 LC L7zxAaY (Neg) 98 96
GC TFL—t 85 5.7 GC ~"FTFVL 92 86 GC LRAKRYU-12 77 6.2
GC TEUYA—F 83 124 GC R/ FHa—L 91 27 GC Lo 77 43
GC 77mIzvy 84 15.8 LC R/FRATL 92 36 LC 1-F74 L v - -

LC 73¥zx1L70OY 87 6.1 GC ~RiAv 72 46 GC 1-FIFLF7ELT7TER 114 85
LC I5FFHhLT 80 19 GC ~RARY-12 84 6.6 LC 2,4-D (Neg) 82 9.2
GC IZFFALT 80 7.3 GC Ryatrv—i 72 6.8 GC 3-ErRAFVHLRTITY - -

GC 75L7OYTAFIL 77 49 LC Ryyyny 85 15 GC 4-4-vyna~rvYIz/v 76 78
LC 73 AKEL 82 28 LC RyRLTBUAFIL 94 15 LC 4-/noBo7zx/* B (Neg) 105 309
GC TLTFTIVEY LA 94 10.2 LC RyvIzFywT 86 19 GC EPN 87 6.2
LC IL7VKRy T 92 3.7 LC RyuAALFHLT 84 28 GC EPTC 79 6.1
GC ZiFrafvy—i 71 8.7 GC ~NuHALFALT 101 8.6 LC MCPA (Neg) 71 10.2
GC TLAPHEFVYZL 87 91 GC RyTFTaAHYY 126 12.8 LC MCPB (Neg) 74 17.7
GC TV PYR—b-1 81 78 GC RyITHLT Y R GC pp-DDD 72 3.9
GC Ty hYR—hk-2 88 36 GC RyINFYY 108 45 GG p,p'-DDE 45 9.3
GC TLYTV—I 103 6.4 GC RyILtE—+h 87 5.8 GC TCMTB 77 78
LC ZAFF7EY MAFIL 76 18 GC kYo 80 3.8 GC XMC 98 6.3
GC TLRF=L 92 8.9 LC RxHUY K 89 14 GC &-BHC 71 6.4
LC T hYTHR—IL 72 3.4 GC KRRAHY K 79 47 GC a-TVRRLIFY 50 30.7
GC TN RYTHR—L 83 8.8 GC KRFF7E— -1 82 16.0 GC B-IVRRLITF7Y 78 237
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QO — I AEEBOEERAUTHEIFEELD R? A 0.990 K
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B %) > 150%
BN (%) 120%~150%
B (%) 50~70%
B %) < 50%
RSD(%) > 25% Z=p¥EEED B2ME™
X3 BRHE11150018 TZUMTMAA RS 0) &Y
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