SARREE T, RBREHEBICBIT 2B R L2 D00 THY | BBRIEOEKICEE L TEE L
LTFEW, 2B, EEONE LB E I35 RaliRyE & OMICEEE N & 25 A121%, W E -
B RARBRIENELT A L2 THHEL T,

BRICERBIOIEEFORS THLIMED
aﬁ%ﬁéﬁﬁﬁ?ﬁ%ﬁﬁ%#ﬁ::

ORIV R U IIIVLAETRRERIE (BEY)



SHORZILVERUVINAEIYRRER®K (BEY) OBREHER

[#E]
1. BMRUREREDRE A E

CHARZILBRUVZFDREYTHS 2,6->70OR0XF7IR (LT BAM) TN ZTILAETYRDEEY
FORIEDRHEEIT 1=,

oyaAxRZ L&, Philips Duphar #t TERSN=RNILRBRERITHS*'. £l=. ZILAETURIZL.
AgrEvo #ICKYBREINIRUXT7IFEREZETIRERITHS * 2, WTNERBMELT BAM ££F 5
N OOORDILOEEEIZOWNT, IDrORZ)LEE, BEYIZH>TED/ORZILRUREY BAM %
DOARIIVICBRELI=E D DFZEWLL, BN FEICHOTIEIDIARZILEL, 12120, ZILAETYRH R H
SN=5E7%5E . BAM OEENTILAET)RDFERIZKDZENHLIFTIGEIZIEL, ZILAETURIZEDHS
N-BBEEZBERTEHEEL, DVARDVICHRAIFBREEIZISENI L, 1ESNTEY *° BAM A RH
SINEE . DVARDILETILAEQIRDELLDEEEZERT 0D HIBNRELLLEENETE
INBIEND, ING 3ILEMDT IV —TitiEERitliz,

AREIHWTIE, BA—FHBRE[GC/IMS ICKPEBEZFNO—FHREZ(BEY I0ERALHEATN. R
RN FONGEM o0 FITEFREREERER L=,

IHHRRIEEMOBEX RV ELZHEE"?

SRRSO =)L (dichlobenil)
BiER:
CN

Cl Cl

?‘t C7H3CI2N
172.02
ﬂ:$% IUPAC %

CAS % (1194-65-6)
SE: BE.ERftER
B 144~145°C
. 1204°CTRE

2,6-dichlorobenzonitrile
2,6-dichlorobenzonitrile

ASKJE: 0.088 Pa (20°C)
BRE

K 2.1x10% g/L (25°C)
voanidyy 3.7 g/L (25°C)
oLy 53 g/L (25°C)
I4/—) 15 g/L (25°C)
soopirAsy 151 g/L (20°C)
i A 86 g/L (20°C)
AR/ =) 17.2 g/L (20°C)
HEER T F )L 59.3 g/L (20°C)

A0%/—ILIKSEFRE: log Pow=2.70




MK FEME:  pH5,7 RV 9 IZEITAFFHAIILVT i 150 B E
BEEMN: 270°CETRE

SHRFIEEW: ZILAETYR  (fluopicolide)

e Lo cl o cl
3 /
[ H
. N
N
0 Gl

2F3: CyyHgClsF3N,O

F=: 383.6

{E=4: IUPAC & 2,6-dichloro-N-[3-chloro-5-(trifluoromethyl)-2-pyridylmethyllbenzamide
CAS % (239110-15-7)

2,6-dichloro-N-[[3-chloro-5-(trifluoromethyl)-2-pyridinyllmethyllbenzamide

NER: R—Taf MRER

Ahs: 150°C

e BIEAREE 320°CTHEET H(EE)

ZSJE: 3.03 x 107 Pa (20°C) 8.03 x 107 Pa( 25°C)

BRIE
7K 3.02 mg/L (20°C)
n-~F¥H4> 0.20 g/L (20°C)
MLT Y 20.5 g/L (20°C)
cHoOoirRy 126 g/L (20°C)
BFEE T F L 37.7g/L (20°C)
Vil 74.7 g/L (20°C)
DAFILRILEKRFS K| 183 g/L (20°C)
I2/—)L 19.2 g/L (20°C)

FOR2/—ILIKADBEHRE: logPow=3.26 (22+1°C)
ok fEME:  HEH pH5:365 B pH7:330 B pH9:365 A (25°C)
BTEM: 320°CTHfEY % (BIE)

SIARIEEY :BAM(2,6-2>400~R X 73K (2,6-dichlorobenzamide) )
e
Cl

HaN

Fz: C,Hs5CLNO
7F=: 190.03
242 IUPAC % 2,6-dichlorobenzamide
CAS & (2008-58-4)2,6-dichlorobenzamide



3. giﬁﬁg*& 4

(ppm)
Baf ooaRz)L | ZIFEAYR
[EniL& 0.05
TEWBEF(PDOALLESD) 0.02
MALK 0.02
PFEOL(EWVLBZELD) 0.02
ZDDULEEE 0.02
WA (STav 2280 DR 0.2
FWCABSTav 2280)DE 15
MIFEDIR 0.2
MNIFEDE 15
mEHIV 0.2
[F<E0Y 5
Fy 5
FExoy 5
h)2757— 5
Jowal)— 5
ZTOMDH SELEEEFR 5
ZIx5 0.2
IV T4— 0.2
Fai) 15
I RAT 25
LRAZEL 25
LAR (S FRERUELPESD) 25
ZTOMOEEEFE 25
f-FhE 7
RE(J—FZET) 10
IZAIK 7
ZTOMOPYFIEFR 7
IN—RZyT 0.2
INtz1) 25
+0O1) 25
ZDthnEYFEE 25
r<k 2
E—<> 2
55 2
TOMDLGTEEFE 2
EPSY(A—FEED) 0.7
MEEO( RV a1F5ED) 0.5
LA5Y 0.5
AOVERE 0.2
ZTDMDHIYFFFE 05
[FINAZD 25
x5 1
L&S5H 0.02
LU=t 1
ZTOHDEDLE 1




[Ht]

(ppm)

Bmt oHaRz)L | ZILFEAYR
ZFDHDEFE 25
YAZ 0.1

BA%GL 0.2

FELGL 0.2

3% 0.1

AED 2
FDHDESE 1
DA 0.01
BOHA 0.01
ZDMOIEEFEELEICET 283D HA 0.01
0¥ =] 0.01
B DRER 0.01
ZTOMOEEFEIEICET 2B DS 0.01
4 O B fik 0.01
B D B fik 0.01
Z DD IEEFEELEICE T 2230 iE 0.01
+0ERE 0.01
R D B i 0.01
ZDMOIEZEFEEBICET 28D EiE 0.01
$OERAMNS 0.01
BROBRASD 0.01
ZTOMDEREFHEIEICET 28O RARNS 0.01
) 0.02
BOHA 0.01
ZTDMDREFADIHA 0.01
EDRE 0.01
ZDMDOREADIER 0.01
O 0.01
ZTDMDREA DT 0.01
EDOEFE 0.01
ZTDMDREZFADE 0.01
HBOBRAND 0.01
ZTOMDOREADERES 0.01
EDIN 0.01
ZTOMDREADIN 0.01
BN 0.05

ESNBL (BLiRSE-1M) 7
FLARES 10

* 1 HWIITBUEABRWMKEEERESHTE2—FAMIC) DBN(DH/ORZ)L) BEMEF

http://lwww.acis.famic.go.jp/syouroku/dichlobenil/index.htm



x 2 MIMITBUEANEBMKEHEEREBMIE2—(FAMIC) Z)ILAEIUFEEMDER
http://www.acis.famic.go.jp/syouroku/fluopicolide/index.htm
*3 FEH2THESAI9RBLTRBIOELS EEFBEEERRBEERTEMEEN
x4 ER25F8HA20HBLXH0B0FE1LIFT EEFBEEERRBERTEMEEN
[5RER A 5]
1. &%
BREHZAWEHHE X RERADNFEIETHEALIZ, SESDH . REFETo-HHICEHROAFHARE
#THO-1-0. FERERERA-,
HHOBEmAEZUTICEEHEHL -,
(DIEFENWOLLGEEKTEGEWELLIZED)
HHEA T TEELGREIY- 2R, V9F T hya—Z2 AL THITIS—{ELT=,
Q) F XY NMUEEERUVLAZREL-LD)
HHEA T TEELGREIY 2R, 79F T hya—ZRALTHITIS—{ELT=,
B EINAZS (FBREIBEEAH. WTRERUVEEEZRELEZDOD)
AHEAT TEELGKRESIIY 2R, 79X T Wy 3—ZRALNTHTIS—{ELT=,
(DHYAZ (BRELK)
HHEA T TEELGREIY- 2R, 79vF T hya—Z2RALTHITIS—{ELT=,
(B)YREDS
REERELIKREBTRURICEHL, -30°CTRELTH 210 %E. FRICKELTHEEL, Iv¥x T
HvA—ERWTHIYISE—ELT=,

2. AER-HK

DOORZ)VIZEES: HE 99.0% (BERIEZ (#F) &)

2,6->900~RVXTIR (LT . BAM) 124 &  #iE 99.0% (Dr.Ehrenstorfer GmbH &)

TILAEDYRIBEE S,  #iE 98.5% (Dr.Ehrenstorfer GmbH &)

TEr BRI FIL nAFYY: RBEREHARA BEREZEGR)

TR L BREEERRA (BARIEZE R R)

A/—)L: HBRERBRAFE L LC/MS A (FIXHMEITE (k) H)

FAUIL: 54k No.545 (RN T (%) &)

TS77AMA—RUITFLOOTIU-N-TAE L)AL AT VFEBE=HF L InertSep GC/PSA
(500 mg /500 mg / 6mL, o—I)LH AT X (¥k) )

FHETIILI LS A5 ILE=HS L Bond Elut C18 (1g/ 6 mL, Agilent Technologies %)

BT AT A LZS=HF L InertSep FL-PR (1,000 mg /6 mL, o—I)LH A T2 R (%) &)

SYBTIVEZHAZ L InertSep SI(500 mg /6 mL, o—I)LHA TR (%) &)

IFLOOTIUN-TOELIY AL YRS ILE=HF L InertSep PSA (500 mg /6 mL, —I)LHA
IR (FR)H)

T577AH— RUITE/7AE L) LS AT ILIERBI=HS L Supelclean ENVI-Carb/LC-NH2
(500 mg / 500 mg / 6 mL. Sigma-Aldrich &)

ZOMDEE: R (FEMETE (R &)

FHERRK: HILEVDIZER 20 g ZHRFL. TAENT 2 THEMAEL T 1,000 mg/L BiREFAMLT-,

REMAZERR: ZEREEZ 05WNBIIFLUY)a—)L- 7RI BARTEERRL. 0.005~0.3
mo/L DREDBRERBLT=, FIE RERREKRUAZ/—IL(1:1)RBRTEERRL. 0.001~
0.06 mg/L MDEEDBREFAE L=,

RIMARERRK:. ZERBET7 L THKRLT 250 mg/L, 100 mg/L. 2 mg/L. 1 mg/L, BT 0.2 mg/L
BREREL,



3. ¥E&

RESFHAH—: ULTRA-TURRAX T25(IKA &)
I9x T HyB—:CQM-62 ((#) RZ &)

RERE: 0—42)—I/VRL—42—N1100 (RREIL M (KR &) |

IRESSE: SR-2DW (B Tv% (kk) &)

GC-MS/MS
= B HK = #
MS TQ-8040 (¥) SEHER
GC GC-2010Plus (¥k) SREERT
T—H 0 GCMS Solution (%) EEs4ERR
LC-MS/MS
= B HK = #
MS XEVO-TQD Waters
LC Acquity I Class Waters
T—R0E MassLynx Waters
GC-ECD
S B K = #t
GC GC-2010 (¥k) SREERR
T—30E GC Solution (%) BES4Em




4. AESH

GC-MS(/MS)
GC &t
h3L DB-17MS (R 0.25 mm, £& 30 m. [EE 0.25 um: Agilent
Technologies #)
HILRE(°C) 50°C(1 min)—20°C/min—300°C(12 min)
FEAORE(C) 250
AB8—Jx—XBE(°C) |250
Fyl)v—HR S VAPFN
¥y )V—HRARE 45
($33RE cm/sec)
EANE ATy LR
FEAZE (UL) 1
MS &
BIEE—F SIM, BIRAA>VE=421) VXL SRM, BERRIEE=2 >
,j‘
(T DA x> BIFEEBE 70~500 amu)
A7 21EiE El (+)
A4 LT RILFE—(eV) |70
EM EE (V) A—bFa1—=2F TOHOHRFEE+0.15kV
A7 2RIRE (°C) 200
a)oav R 73> (SRMDIFE)
EoA—AFUE
sHaRzZL BAM J)LAEaYR
[SIM]
EEAAY 171.0 173.0 347.0
(m/z)
[SIM]
=AY | 173.0 175.0 209.0
(m/z)
[SRM]
F8A(4>|171.0-100.1 |89.0-173.0 | 209.0—-182.1
(m/z) [CE24eV] | [CE9eV] [CE 18 eV]
[SRM]
EEALA [171.05136.1 |[173.0-145.0| 347.0—-172.1
(m/z) [CE 15eV] |[CE15eV] [CE 27 eV]
R ¥
(min) 8.2 10.8 13.6

CE;a)YarvIR)L¥x—




LC-MS/MS

LC &%
H3Ls XTerra MS C18 (HfE 2.1 mm. £& 150 mm. #iF%% 3.5 um
- Waters &)
BEMRFZE (mL/min) [0.20
FEAE (UL) 5
HSLIRE (°C) 40
# a1t A& : 0.1vol%
Bi& : 5Smmol/LBEEE 7 Vo E =9 L - AR/ —ILBK
ST URER
B (5) | Ai&R(%) | B % (%)
0.0 90 10
14.0 10 90
19.0 10 90
19.01 90 10
23.0 90 10
MS &
BEE—F SRM. ERRIGE=2 Y
(TZUIDRFrBIFEEHE 50~1000 amu)
1 EE—F ESI (+)
FrESVERE (V) 1000
V—RXRE (°C) 150
B A R EE (°C) 300
a—HRA £3%. 50 L/hr
BriasE A R ZE%.900 L/hr
aYoavhR 7Ly
E-A—AAUE
ooaRz)L BAM ZILAEaR
[SRM] 189.9—-173.0| 383.0—173.1
EEAF4 - [CV 40V, [CV 40V,
(m/z) CE20 eV] CE 20 eV]
[SRM] 189.9—-108.9| 385.0—174.9
EAA [CV 40V. | [CV 40V,
(m/z) - CE 35eV] CE 20 eV]
189.9—-145.0| 383.0—365.2
[CV 40V. | [CV 40V,
CE 25 eV] CE 15 eV]
e3edisdn
(min) — 6.0 13.1

CV;a—Y8RFE. CE; aYvarvIRr)IL¥—




GC-ECD

Ho L DB-1701P (A& 0.25 mm. && 30 m. [KE 0.25 pum:
Agilent Technologies %)

AT LIRE(°C) 80°C(2 min)—20°C/min—280°C(15 min)

FEADRE(C) 250

BRHFRERE (°C) 290

Fyl)¥—HR S VLFFN

Fy)N—HRAR= 37.0

($83%E cm/sec)

AMITITHRA ESE

AMOTYTHRFRE |30

(mL/min)

FENE ATy R, BEEA 200kPa

EAE (UL) 2

REFFFR (min) oHaR=)L 8.4.BAM 11.2. Z/LAEIYK 14.9
5. &=

ZILEYDIZER 20 mg ZHEFFL. 7EbUIZHERELT 1,000 mo/L 5k RERKR) 2R LT,
BERKE 0.5 WP IFLJ)a—)L- T BAZRTHFRLT, 0.005, 0.01, 0.015, 0.02, 0.025.
0.03mg/L DREEDBRERAE L=, =1L SRERMEFL, (ENLLLDHEE 0.025~0.15 mg/L. [Fhly
L&LISTDI54E 0.05~0.3 mg/L DEEDBREFH LIz, CDAER 1 uL(GC-ECD DIHFE 2 uL. LT EHR)
# GC-MS(/IMS)F7=zI& GC-ECD IZEAL T, Bonf-E—VEBEBE*AVTREMEIER LIz, HERAR 1 uL

% GC-MS(/IMS)E7=[X GC-ECD IZFAL. RERM ST REFEICLIVELEYDEEEZEH LT,

FrE BEREREKRVUAZ/—)L(1:1)ERTHRLT, 0.001, 0.002. 0.003. 0.004, 0.005. 0.006
mo/lL DREDBRERELI-, =1L, SEERMEL., (EALLLDFZEE 0.005~0.03 mg/L. [l L&
LS DIHE 0.01~0.06 mg/L DREEDAREFELIz, CNDAEK S UL & LC-MS/MS [T3EAL T, Bont:z
F—YEEZAVTREBEERL, HEBRAKS5 UL ZE LC-MS/MS [TEAL., REZEISEMREREIZE
YRIEEVMDEEEZEH L -,

6. MK OFRE

BB GRINEE :0.01 ppm) DIHAE ¥ 20.0 g [THRMAZEEEAK (0.2 mg/L) 1 mL &AL . 30 2/
MELT-,

BEE(REERE)DIGE HH 2009 2. UTOESY RMARERKRERML., 30 DREKEL =,
[ENL&: RMAZEAERR (1 mg/L) 1 mL 700 GRMEE :0.05 ppm)
FoRY RN EEAK (100 mg/L) 1 mL £330 GRINERE -5 ppm)
EF5NAFS: RMAZEAERRK (250 mg/L) 2 mL Z3500 GRINEE : 25 ppm)
YA  RINAZERRK (2 mg/L)1 mL 50 GRIEE 0.1 ppm)
AES R FAZEEARK (100 mg/L) 0.4 mL %7500 GRAIERE : 2 ppm)

7. ABRBRDOAS
BE

BEEMERHN ST THEL. BFBRITFILRY nAF Y2 (7:3)RRICEAET D, V5377 h—
RUITFLUOTIU-N-FAEIL DAL ) AT IVIERBI= AT L THRELI-#. GC-ECD. GC-MS Ff=I&
GC-MS/MS TEERURERLTZ, 2,6-CYVAARVXT7IRRUZILAEDYRIE LC-MS/IMS THEERUHE

-10 -



LT-.

(1) ¥

BERUVHEDFZEIFEK 200 g 27 100 ML ZNZ ., 2 PERESFAXLER. 71V EH
1em DESICEUN-HASRABHFEFANTRS I A8LI-, A1BF ELEOBREBYIZ7EL 50 ML #MA THRED
FA4RXL., LEBERKRICABLI-, AEEEHE. T, ZEMATEREIZ 200 ML ELT=, 2D 40 mL FHRY.
35°CLL T T 5~6 mL BBEIZEMELT-. THIZ 10 wWv%IEIEF M) LK 30 mL #NA . BFEETFIL R U
N-ANFH2(7:3)B& 30 mL T2 BEHRESHH LTz, I &EEFEHE . BABEEFNI D LEMZ TRHKL, &
SAY—)LEEDH-O—,ERWTEKBRETN)DLEARILZE., ARIZ2WV% D IFLUT)a—IL-T
ThUBKR 0S5 MLEMATISCUTTH L mLETEMLIZEZ., BONCERIREWRES[FITTIRZRE
Ltz COBEEMIZT =)L 2 ML EMZTAEM LT =,

(2) A%l

T577AH— RUIZFLOOTIU-N-TOE LI ILES AT ILFEBS=HS L (InertSep GC/PSA
(500 mg /500 mg /6 mL)IZ7Er=RJ)L 10 mL ZF AL, RERITIE T, COATLIZ(L) THLNIZE
BEFEALIER, TR ML 15 mMLEEAL, BHEEZ 35CLUTTH I mLETIRMBLIZR., BONIE
RRAMEWEFTTAREERELz. COBRBMIZT LY 2 ML ZEREICMZ TEMLI-EDE GC ARER
BRELT-. GC AFEBRAR02mMLEELY  KRUAZ/—)L(1:1)BREMATEREIZImL ELIzBD%F LC
REBRAE®RELT,

-11 -



[F#TET7 A —F v — k]

GO
| B R=E: % 200¢9
TEroHE
| 7Er 100 ML ZMARESFAX 2 2
I 5|58
|
| ]
! i3y
l | 7t 50mMLEMARESHAX
! I &5|5E
| |
|
A R
!
T B <7t T200mMLER
l
40 mL 9H
l

TR 35°CLLT 5~6mLET
| <10 wnv%ig1EF KD LE#% 30 mL
| —EFERTFILRU n-ANFH2 (7:3)iBi%& 30 mL

& ES 59
|
| ]
= K B
l | —EFBIFILREY n-AFH2(7:3)E% 30 mL
l &ES 55
| |
|
=
!

BR K —EKBREET )DL
| 2w IFLUS)a—)L-7EbBHK 0.5 mL
BIERE  BEEME(35CUT) &R, BOMIBRIRWEDIT
| «<7®r=FJJL2mL
&

G577 AMh—RUTFLUOOTIU-N-FTOE L) LA ILIERIZHS L
| (InertSep GC/PSA (500 mg / 500 mg / 6 mL)
| «avFaiaz=vy:7EM=R)L 10 ML
| —HE%REAR
| «7Eb=FIIL 15 ML ZEA (D55, 2 mL X 3 ERMERIFIELVIAH)
AR
l
BEBRE BEREMEGSCUT) &, BRONIBRIJRWEDIT
| <7ty 2mL
GC ARz ®R —

0.2 mL 9Ex
| «XkKBRUA/—IL(1:1)ERETIMLER
LC ARERAR

8. YV RRIMZRERRDRAH
TIU0HMD GC ARBRBRARICE VT, ITASLRBE, BERERICT b 2mMLEMA TAERT
HBREICHZT, BREIFRERDRMEUGAERIZEH T HERE 100%H L REDBEFETR (TN

12 -



BiR)2 mLEMATAMLIZBDZE GC AR v I RRMRERREL =, Ff=. GC ARV IR RMIZE
BKO02mLEEY, KRUAR/—)L(1:1)BRT LI mL ELI-ELD% LC ANV IR RMBEE R RELT=,

[HERRUBE]

1. GC-MSUMS)AIE & HD&ET

(1) MSUMS) & Dia st

BIEEEMDOIZAZARIMNLREVTAZ I AU ARIRLVER 1 RUE 2 IZ5RLT =,

1Hh5, SIMBIETIE., BIEEYMELREIBEDS A4 (PUORZ)L;m/z 171, BAM; m/z 173,
ZILAED)R;miz347) EEERAITERLz, EHRAICIE. RDTHEDS WA (P/ORZ)L;m/z
173. BAM;m/z 175, ZJLAE QYK ;m/z 209) #ERL 1=,

F1=. SRM EHIZDOWT, TUH—Y—AF2%  OHUARZ)LIE miz 171 F1=1E m/z 173, BAM [E m/z
173.m/z 175 F£t=lE m/z 189, ZILAE Y KIE m/z 209, m/z 347 F£f=[E m/z 349 &L, a)Par I R)LE
—#ERLTRELz R LEYEIRLBENSVEHEEERIC. ROVTHREDOSWVWEHEEMRAIC
BIRL. TNFh, 2o9/ORZ)LIE m/z171.0—-100.1 F#FEEAH. m/z 171.0—~136.1 ZEHA. BAM [ m/z
189.0—173.0 =M. m/z 173.0—145.0 ZEHA. Z/ILAEYFIE m/z 209.0—-182.1 ZE =M. m/z

347.0—172.1 ZEMRAELT=,

%
100 171

50

1 1T0 1T6

1 209
Lo o lsgrsy 7 70
100 150 200

=}

oaRzL

1 BIEEVMDOIRARGML
%
100 160
5<%f 136
ot5062 a5 199 Jiag ‘W‘

I | [
50 100 150

SHORZIL(EERA)
TVh—H—A7*>: miz171.0
AIESEH:CE=24 eV

100-] 186 171

50{ 1T0
g s [0 14ty
50 100 150

o

ooaRz )L (EHRE)
TYh—H—AF>: m/iz171.0
BIESHE CE=15eV

2 BILEYOTOZFIMMFUARIEIL

100 173
] 175
50 189
1 145 1%1
115 109 207
I/ T YR
100 150 200
BAM

AEXyUHiFH: 70~460 amu

”2
100 173
50
0L 571096108 45 112189
50 100 150 200
[— =
BAM(EEHR)

T)h—H—A7F>: miz189.0
BIESEM:CE=9 eV

L
100-] 145
] 173
50
1 1T9
0130647485100, 36l 112
50 100 150

BAM (EMHR)
TYh—H—AA*>: miz173.0
BIFE &M CE=15eV

-13 -

100 209 347

173
50 L
0:“/7150%9‘ 115 12 “23‘7‘ 304

I T R
100 200 300 400

ZILAETYR

100-] 182

50 209
i 146 j
Lsy o 120 162300 01

50 100 150 200

o

JILAEQ)REER)
T)h—H—A7*>: miz209.0
BIEEMH:CE=18 eV

L
100-] 172
50—f
Oi‘a‘n‘ ‘ ‘\‘\‘1 ‘67?1‘ —284 3{7
100 200 300
LAEQYREER)

TYh—H—AF>: miz347.0
BIESMH CE=27 eV

(CE:caollision energy)



(2)GC &Hn1EEt
PHFASLIZDNT, Rxi-5Sil MS(H#EZE 0.25 mm, £& 30 m. fEE 0.25 pm:Restek #) ZAL\TH#&
LTz DVARZILRUBTILAED)RIZDONTIE., IR BIFLGE— IR KD FEONA BAM [ZE—IH
TA—FRIZHY AT LADORELHEBISNT-, 75 L% DB-17TMS(AFE 0.25 mm, £ 30 m, E[E 0.25
um: Agilent Technologies #)[CMZ1zE2A. 3 LEMELRFLRE—IBKRABONIIEMS,
DB-17MS ZRW TR #EDHH &L=,

) HRER
3~8IZSIM BIEICKDEILEYDREHRDHIZ. B 9~14 [Z SRM BIEIZKSBELEVDIRER
DHlEFNF KL=, 0.005~0.03 mg/L &1 0.05~0.3 mg/L DEEEHE THERL-BREHRDREFEHK

(F. LVt 0.99 LU ETHY RFLGERMEZRL=.

100000 - 1000000 -
80000 - 800000 -
60000 - 600000 -
3
£ 40000 - < 400000 -
20000 - 200000 -
0 T T 1 0 T T 1
0 0.01 002  0.03 0 0.1 0.2 0.3
mg/L mg/L

K3 PO/ORZILIREROHBI(ERE)
(GC-MS(SIM) BIE)
y = 2952255x + 504.3

K4 DOORZIILREROB(SRE)
(GC-MS(SIM) BI%E)
y = 2851120x - 20.37

r?2 = 0.9968 r?2 = 0.9957
70000 - 600000 -
60000 - 500000 -
y igggg I 5 400000 -
$ |
< < 300000 -
30000 -
90000 - 200000 -
10000 - 100000 -
0 T T 1 0 T T 1
0 001  0.02  0.03 0 0.1 0.2 0.3
mg/LL mg/L

5 BAMEREROH (KRE)
(GC-MS (SIM) %)
y = 2132927x - 90.85
r2 = 0.9957

6 BAMRBEERDHI (EHRE)
(GC-MS (SIM) EI%E)
y = 1844965x - 8516.8
r2 = 0.9972
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25000 ~

20000 A
cw
£ 15000 A
<

10000 -

5000 -

O T T 1
0 0.01 0.02 0.03
mg/L

K7 ZILAEQ)FREROF (EEE)
(GC-MS(SIM) AlFE)
y = 800523x - 20.90
r2 = 0.9929

30000 -
25000 -
20000 -
15000 -
10000 -
5000 -

0 T T 1
0 0.01 0.02 0.03
mg/L

Area

K9 PHO/ORZILIREROHBI(ERE)
(GC-MS/MS (SRM) jI5E)
y = 934713x - 58.02

r2 = 0.9985
20000 -
15000 -
<
o
< 10000 -
5000 -
0 T T 1
0 0.01 0.02  0.03

mg/L

11 BAM BREHRDHI(KRE)
(GC-MS/MS (SRM) j8I5E)
y = 637226x - 271.0
r2 = 0.9987

200000 -
150000 -
<
o
< 100000 -
50000 -
0 T T 1
0 0.1 0.2 0.3
mg/L
K8 ZIAEDIFREHROB(EHEE)
(GC-MS(SIM) BIE)
y = 623251x - 326.8
r2 = 0.9976
350000 -
300000 -
250000 -
§ 200000 -
< 150000 -
100000 -
50000 -
0 T T 1
0 0.1 0.2 0.3
mg/L
K 10 D/aRZILBREHROH (EEE)
(GC-MS/MS (SRM) jI5E)
y = 954399x - 3899.4
r2 = 0.9953
200000 -
150000 -
< 100000 -
50000 -
O T T 1
0 0.1 0.2 0.3

mg/L

12 BAM ZERDHI(FRE)
(GC-MS/MS (SRM) I5E)
y = 580987x - 4369.5
r2 = 0.9935
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12000 ~ 100000

s 8000 - o
ch ;G& 60000 -
6000 -
40000 -
4000 -
2000 - 20000 -
O T T 1 0 T T 1
0 0.01 0.02 0.03 0 0.1 0.2 0.3
mg/L mg/L
13 ZILAEQYRREBDH (KEE) 14 Z)LAE)RFREBLOH (ZEE)
(GC-MS/MS (SRM) jI5E) (GC-MS/MS (SRM) jI5E)
y = 380694x + 18.76 y = 313666x - 891.0
r2 = 0.9973 r2 = 0.9960
(4) E=RHA

EERFDEHERELUTITRL
0.01 mg/kg [[FHE&RBFBRECmL) HBRARPODHAHME(29)]
X [FARIEEMDEERFELUE(0.02ng) CEAE(L L) ]]

2. GC-ECD AIE&H D&

PHREDOBREEMINVTNEEEXIERIEFENTHY. . ECD [CLEBRHBEAEEE RN
M5, ECD IZ&BAIELERA =, HHHSLIE, DB-1701P (AfE 0.25 mm. €& 30 m, fEE 0.25 pm:
Agilent Technologies &) % U /=,

15~20 2R ILEYDBREKDHIZETR LT, 0.005~0.03 mg/L KU 0.05~0.3 mg/L DEEEHFH T
BLE-REBORERIE. LWTFhi 0.99 L ETHYBIFLEKMEERL=.

500000 - 3000000 -
400000 - 2500000 -
o s 2000000 -
;% 300000 - ch
1500000 -
200000 -
1000000 -
100000 - 500000 -
0 T T 1 0 T T 1
0 0.01 0.02 0.03 0 0.1 0.2 0.3
mg/L mg/L
15 DUORZIILIREHR OB (EEE) 16 DOORZILIZRERDOH (FEE)
(GC-ECD #I5E) (GC-ECD #I5E)
y = 12285987x + 25110 y = 7989890x + 223473
r2 = 0.9979 r2 =0.9987
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600000 - 5000000 -
500000 - 4000000 -
s 400000 - o
2 £ 3000000 -
300000 -
2000000 -
200000 -
100000 - 1000000 -
0 . : . 0 : : .
0 0.01 002 . 003 0 0.1 0.2 1, 03
17 BAM REROHI (EIRE) 18 BAM REROHI (FRE)
(GC-ECD #I%E) (GC-ECD #l5E)
y = 1875117x - 14140 y = 14191371x + 194124
r2 =0.9971 r2 = 0.9975
500000 - 3500000 -
400000 - 3000000 -
3 g 2500000 -
£ 300000 1 Z 2000000 -
200000 - 1500000 -
1000000 -
100000 - 500000 -
0 : . . 0 . . .
0 0.01 002  0.03 0 0.1 0.2 0.3
mg/L mg/L
19 ZLFEQFEER O (ERE) 20 ZILFAEQIFRERDH (ERE)
(GC-ECD #I%E) (GC-ECD #l7E)
y = 12706209x + 5932.4 y = 8957235x + 203999
r? = 0.9996 r? = 0.9969

GC-ECD 25 EERRNDEHEREZLUTIZRL,
0.01 mg/kg [[HEBFZREQC mL) /REAEPORKE(2g)]
X[ RIEEMDEERFMAL=(0.02ng) FAE (R uL) 1]

3. LC-MS/MS BIE&HD&RET
(1)MS FHnEt

MS EHIZDNVTArT7a—oavBIFIZKYREE L=,

DOARZIVIE,ESI TIIAA U EHRTELMN D12, APCl TIEAA U EHRTERLN, FEBICRENE
D 2 MBELEFICAETHDIERELEEZ 5N T,

BAM [, ESI(+)E—FTa—2BEE 40V ELIEEIZ, TOMATINSF (m/z 189.9 [M+H]T) BT
[ZBRHETEREO. INET)h——aF2 e,

ZILAEQYRIE, ESI(+)E—RTa—28BE 40 V ELEBEIC, O M4 F(m/iz 383.0 [M+
HIM RUEROREGHAIZHET 27O A5 F (m/z 385.0 [M+H]T) ZRBIFICERHE TE-f=8. Th
SETVh—H—AFELT=,

BAEBYDTIH—H—AF 2D T, )PV IRINF—2EZTTOAF I A UETER L=, Th
FNATUBEDEVLDONSEEALY . EMEAAUEREIRL. BAM [ m/z +189.9—173.0 4=
m/z +189.9—108.9 RU m/z +189.9—145.0 #E . ZILAEIYFIE m/z +383.0—-173.1 4 F=E
FA.m/z +383.0—365.2 R m/z +385.0—1749 ZFEHAELT=,

2L IZRAEEYDIRARRINL, B 22 [ZRALEMDTAT YR F U ARG LETR LT =,
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100 161

100 190 100, 3%
192
L R 387
172 S
174 158 214 ( 407
196 248 236 487
219 239 173 215 367 45 455
0 ‘ , K el m/z | “‘ - ‘u\‘ - ‘\‘K s ‘2n41'7z 0 - H ‘r ‘ ; /Z
150 200 250 150 200 250 350 400 450 500
ooaRz)L BAM J)ILAEaYR
A& & : 150~250 amu

BIE M APCI(+) CV=70V
RS ER 0.7uA

21 FAEEBYMDTARRIRNL

A3 &H :150~250 amu
BIEEM ESI(+).CV=40 V

(CV: corn voltage)

Ax ¥ EH:350~500 amu
BITESEM ESI(+).CV=40V

100 100 100 173 10 173
SN 20 136 = 145 =
74 { 77 109 172 194
109111 190 365 38
meixmw } ™ m/z O \ % ”!\””‘W“\mlz N / 242 ?7
50 100 150 50 100 150 200 100 200 300 400
ooz BAM P2 1% ==
TUh—HY—A%>:m/z 172.0

BIE &4 APCI(+),CV=70 V
CE=25eV.aAF+E# 0. TUA

TUh—H—A74> :m/z 189.9
BIEEM-ESI(+),CV=40 V

TY)h—H—A7+> :m/z 383.0
AIESEEESI(+).CV=40 V

CE=20 eV CE=20 eV

100, 74 100 100 145 175 100 173

& W & 100 | &

53 77 172 194 365.383
90 190

O\K“\““\““\““\““\‘m/Z 0W‘h”“"\”“w”‘w \ 1 m/z O\‘J"%?"Hwwmw”w”w”wm/Z
50 100 150 50 100 150 200 100 200 300 400
ooaRzjL BAM

TIh—H—A74>:m/z 172.0
BIEE&H: APCI(+),CV=70 V
CE=35eV, 207+ &k 0.7uA

TUh—H—A7+>:m/z 189.9
BIEE M -ESI(+),CV=40 V

Z)LAEaYR

TI)h—H—A7F>:m/z 383.0
AIESEE - ESI(+).CV=40 V

CE=25 eV CE=15eV
100 109 100 175
173
l & 110145 il 194
190 59 172
% 173 367
ol Lo P st o 199 172 3% 05 367 g
50 100 150 200 100 200 300 400
BAM J)LAEaYFR

TI)h—H—A74>:m/z 189.9

A%

CE=25eV

TI)h—H—A7*> :m/z 385.0
& ESI(+).CV=40 V JAIE &4 ESI(+).CV=40 V

CE=15eV

22 HIEEVMOTOT YA RRIEIL (CV:corn voltage, CE:collision energy)
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(2)LC &H-D#&ET

DA LIZDNT, XTerra MS C18(ARE 2.1 mm, £& 150 mm, HIF#E 3.5 um: Waters ) ALY
THREZET - BEHEEEICTOLWT ARICE MM EFEE 7 =D LAKRE(X 0.1 vol%FEE. B /&IZS5
MM BFEE 7 VB0 L= AR/ —)LiBE. 5 MM XEE 7 E= D L A2/ —)LiBEHKR. 0.1 vol% X B - A2/—)L
BRAR/—IVFERE TR IILERAWTI SO UMERERELIz, 2R, BAM, Z7/LAEQYR
EH12, 0.1 vol%XEEE 5 MM BEEE 7 VB9 L AR/ — JLIBRIZE DT SO IURNERTRLBIFGAAY
BMENGON-O. COEBERALIZ, COEHET. OUO0RZ)LIEL 0.5 Mg/l TR R TEHIEE
DREELNEONLEN D=8, OO )LIZDLTIE LC-MSIMS IZ&BBIEZWELT=,

BH. AEEREAZ/—ILTRAELEEE . BAM OE—(C)—T1V 9 NREohf-1=6 ., BERRUH
BRABREKRUVAR/—)L(1:1)BRTRAMIZHEELE,

(3 IREHR
23~26 12 BAM RUZILAEI)FDREHRDHIZRLT=, 0.001~0.006 mg/L. 0.01~0.06 mg/L D
BEGETHERLRERORERBE. LWFhE 099 LETHY BFEERMEERL .

14000 - 120000 A
12000 - 100000 -
g 10000 - § 80000 -
< 8000 - <
60000 -
6000 -
40000 -
4000 -
2000 4 20000 -
0 ; . . 0 T T 1
0 0.002 0.004 0.006 0 0.02  0.04 0.06
23 BAM IREHDOHI (KEE) 24 BAM IREROHI(SEE)
(LC-MS/MS BIFE) (LC-MS/MS BIFE)
y = 2068543x + 163.87 y = 1874390x - 143.17
r2 =0.9993 r2 =0.9999
30000 - 300000 -
25000 - 250000 -
£ 20000 - £ 200000 -
< <
15000 - 150000 -
10000 - 100000 -
5000 - 50000 -
0 T T 1 0 T T 1
0 0.002 0.004 0.006 0 0.02 0.04 0.06
mg/L mg/L
K 25 ZIAEQYRFREBEDOH (KEE) K 26 ZIAEQYFREBOH (FEE)
(LC-MS/MS BIFE) (LC-MS/MS BIFE)
y = 4700927x - 462.44 y = 4491663x + 1630.26
r2 = 0.9966 r2 = 0.9998

(4) EERF
EERFDEHBREUTIRLE=,
0.01 mg/kg [[FHE&RF®EE (1 mL) HEBBZRFDHKE(0.49)]
X [FHHRIEEHDOEERFHELE(0.004 ng) FAE G UL)]]
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4

HERR R OREH

(1) 250 Bh L F DR ES

CHOORZILEFIRLENEVO T, BHEHICEHRLOT V., BEOCI/ORDLRERE ) TlE. BiEE
EDBE 2% TFLT)a— L7V BEKR (LT, DEGBR) ZHRMLTLNS, £ T, DEG A& RM®D
EOHEEEELIC, hDEBBHERIELT n-/FUEFFMLIISEICDOWTREILIZ (R 1~2),

BT DBREAT N ORI FILDBSIX, DEG A& ARM. n-/FUFkmed, OO0 LDIER
#HIETE, LHOL, BENT A =RNILDIBEIE n-/FURMTIED /AR )LD ERBIES R X+
D TIEMoT =, CDTF=8 IERFHLEFIEL T DEG BREARMT ST EELT-,

BRAMICKDBEBREETo-5A . DEGHEHE T THoTH, BEIICKFEWREF1+5L0AZ)L
DEREIMETTEIENHoTz. BRRFICKDBEBRELTIBEE. BOALBRREAVT, BEN
BHRBRETELLELIZRTI S LT

1 FEEGHLEFRMOZE (1)
BE . TFTERY
{EBHIE R |DEG B |n-/F>
/AN |0.5mL Fh0|0.2mL Fn
THAaRZJL | 54(26) 97 (2.6)| 99(2.5)
BAM 90 (1.7) 108 (1.1)| 110 (2.4)
ZILAEaYE | 93(6.1) 119 (4.1)| 141 (2.8)

B 10mL 1Z4Z# 1pg 0. 35°C, 9 12kPa T ImL £ TR B#EE. 7 5mL ER
n=3. EIRZEY% (FARHZ LR ZE %)

x2 EEBLEFGZMOMBE (2)
B BRI TFIL B 7EN=F) L
{EBBA LRI |DEG B8 |n-/F> 1B LE | |DEG &K |[n-/F>
A |0.5mL 0| 0.2mL R0 AN |0.5mL FAn |0.2mL Fn
SHORZ)L 25 94 (6.0)| 122 (4.5) 13 110 (0.3) 30 (68)
BAM 120 103 (2.9)| 134 (5.3) 110 119 (2.4) | 118(1.5)
Z)LAEaYR 120 108 (5.5)| 139 (3.0) 108 134 (1.3) | 139 (6.5)

AN 20mL [THE#E 0.1pg &0, 35°C, 9 12kPa T 1mL FTHEEHRER .. BERA[RICKYBERKRE.
T IML ER
1BEABA LE FIE AN n=1. #hi% n=3. EIUZEY FEXHELERE%)

HE.ZBE 1 ug/mL 7B%& 1 mL [Z DEG BREFRMLTEEERELIZE . n-ATHY 1mL ITHB#ET
HEMFEERAT2ETSH. BAM DEURENH] 5% EIELMELE DTz, CDTEM D, BERERIERICHRMRE
THGEE. FRATIBREE N-AFTYUIEHITEIRELEEZ SN,

F1-. GC-MS IE . GC-MS/MS BIFEICHE T, 7, THRELIAZERE. 0.5% P TFL S )a—IL
ZEUT7 RO TRELEZER(VTHE 0.05 mg/L)ZHELEECA, BIEICHT 2R EOEEMEIXS
JAAZ)L0.96 f&. BAM 1.2 f&. ZILAEQVF 1.3 ETHo1=, HHRIEKFETLIOIFLT)a—ILN
EEEICHELTEALLEZONT O RERAEERICEHNREAFEDORELLGLLSDIFLUIY
a—I)VERMT HIEELT,
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(2) A EDEET
HHAEICDOWT, PR RUTZEFZR)ILIZDNVTEREI LT, E5NAFSIZDNT, [EEBAE]7.

HERBAROFHUFRICH-TT I MELIEE L, BM—FRB AR > TT =M ILEELTE
#L.DEG BREMATRMBELI-Z[ERAE]7. REBRBFROARAECR->THRELI-LOZLELT:,
FORR MEICHELEFIROONT BHBEIET N PEFMMNILOWTWLERFREEEZ S
Nz LWL, RESTRH. 7EM=M LB DIGE  IEEN ZBICHBET 52N H o110, &
PTROBRISEENDETHY ., 7T HEBOANKVBEL TS EZZ DNz, COT=OMBBEE T
VEERLT-,

() ERA B DRET
BIZ#1ug & 10 WV%IEEFRIILGEKR 30 mL ISHEML. n-AFHY BB FILEIEITALDERE
& 30 mL TENZTN 1 BEIRESHHEZITL, BKIREEF Mo LTHIK#E . DEG A% 0.5mL #MA TR
fE. 7roTomL ELTRIELT=(X 3),
DOORZILRUIIAETRIE n-AF YO TRIFIZCEURATEETH - 1=HY . BAM [En-~AFH U TIEIFE
AERURTEGE M1z, & 3 DFERMNS. BAM [EFFEIFILR U n-~AFHUER(7:3) AT 2 BERA
BAEEITOC LT, 98% M EURTEAH LRI TE. COFHEEIRTHLELT -,

&3  EInnEomE (n=3) EURFE%FEXIZERE%)
n-~NFH BFETFIL/ FFEETFIL/ HrleTFIL
N-ANFH2(1:1) | n-ANFH2(7:3)
ooaRz)L 90 (0.9) 89 (3.4) 85 (2.8) 83 (4.7)
BAM 1.7 (43) 81 (3.0) 87 (2.5) 97 (1.2)
Z)LAEaYR 115 (3.4) 106 (5.5) 103 (2.1) 115 (1.0)

1 ug/ 10 wiveig b+~ LBi#KR 30 mL #iA5E 30 mL T 1 BEiRESHIE

(4) BRAE A E D E

SEORFFFIRELILBBCIZBRBIREESNDELLEDIFLEVN, SEFLLT. TEF=MILINTH LS
BCICkBBREE A EERET LIz, £LEW 1 ug . n-~AFXH2 30 mL ISHEEL. n-ATH 87—~
JL 30 mL T2 E#HEETO. COEEDTEF_FIILBRUHBEED n-~FHUBIZENZTh DEG
BROS5SMLEMATEML. 7, ERLTRIEL . #EREXK 4 ITRLIz, BAM RUZ)LAETYRIE,
2EOHE TIFIFEURTEz, DVORZILIE 2 BN A FT84%EOPEVEIURE LG S1AN., 2 B E &
D N-AFHUBIZOIVORILAIFEAEFREFELTWNVEN o2 MG, BiERICETBEALI-EDEER
S, DUARIILIZDONTE 2 BIOHMHE TIEFEUR AT REEHERIL 1=,

R4 TEFZM)IIVINTHUODBEOBREHEER ([EYNE (%))
n-ANFHUERMN7 =)L
30 mL 30 mL &t 2 Bl ZED
(1[EA8) (2[E8) n-NFH=E
sHAORZ)L 76 7.2 84 0.7
BAM 94 0.6 95 0
J)ILAEaYR 90 2.1 92 0

1 pg/ n-ANFH2 30 mL ZiRESHE . n=3 DFH{E

(B) A LIFR DG
BT AEE<T 29 L= hS5 L InertSep FL-PR(1,000 mg / 6 mL) 1. Y UASFIILE=HS L
[InertSep SI(500 mg /6 mL)], TFLUPFIU-N-FAOE LD ILIEI Y AT LS ZHS L InertSep PSA
(500 mg /6 ML) JIC&BDREHICDOVNTHEILIz, ATLEZNZETN n-AFHL 10 ML TFHERFELIZE.
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BIEEW 10 mg/lL n-AFHUBERO0IMLEZERL NAFHORUVEFLEDERLLT L RY n-A

FHURBRTIERBHEL-EEDBHIRRER 5~7 IZRLIE. 3BDHASLETT,. SVAORZILEUIIL
AEQUREBAM ETCREEFHNEL 12120, 3L EYZERBFIZEYRL. MO+ LEREESREFDIL

FEELWEEZONT=,

®5 EBRTABIIAFADVDLI_HSLHM6DOZALEYMDBREIRRT (BUE (%))
nN-~"FY2 | 7 /n-AXHY | TR /AFH | TR I-AFYY | B
(1:19) (1:9) (1:4)
0-5mL O-5mL |5-20mL| O-5mL | 5-10 mL | O-5mL | 5-10 mL
(B ks
EX8)
2y u Ny | 18 83 0.3 0 0 0 0 101
BAM 0 0 0 7.2 65 50 1.6 124
Z)LAE)E 0 71 40 0.9 0 0 0 112
BRE:1pg(n-A¥H> 0.1 mL [ZjEfE)
&6 PVUATILIZASLISDZEEYOBHIKE (EURE (%))
N-~NEXH2 | FEbo/n-AXH | TR /N-AXYHY | TR InAXTSY | &5
(1:19) (1:9) (1:4)
0-5mL 0-5mL |[5-10mL| 0-5mL | 5-10 mL | 0-5mL | 5-10 mL
(B frbs
2)
oHoaKzL 0 93 0 0 0 0 0 93
BAM 0 0 0 0 0 49 54 103
ZILAEAYR 0 0.5 95 0 0 0 0 96
BRE:1 pg(n-~FH>2 0.1 mL [TERR)
£7 IFLVOTIUN-FOELIYIED AT LEZAS LD ELEYDAHIKR
(B EE (%))
N-~NEXH2 | FEbo/n-AXH | TR /N-AXYY | TR InAXTSY | &5
(1:19) (1:9) (1:4)
0-5mL 0-5mL |[5-10mL| 0-5mL | 5-10 mL | 0-5mL | 5-10 mL
(B frbs
2)
oHoaKzL 89 6.0 0 0 0 0 0 95
BAM 0 0 0 0 0 102 0.6 103
Z)LAEaR 0 24 73 0 0 0 0 97

BRE:1 pg(n-~NFH>2 0.1 mL [TERR)

RIZ.TST7ACA—RUIT7Z/TAE L) ILED ) AT ILVIERBS=HS L [Supelclean
ENVI-Carb/LC-NH2 (500 mg /500 mg /6 mL)]IC&BFEEIZDWNTHREIL =, hTLET =N K
URILIV(3:1)B& 10 mL TEPERELIz&. Z1EEYW 10 mg/L 7EF=FILERUVMLIV(3:1)EB&
DBEROIMLEZARL, PEMMIILRUVMLIV(3:1)BETERLE, ZOHEE. 31L& ELT I
FJILRURMILIV(3:1)EB&S5mL TEEAHL,

ST TST7AMA—RUIZFLUCTIV-N-FAE LY ILIES Y AST ILEBI=HS L[ InertSep
GC/PSA (500 mg /500 mg/6 mL) IIZDWTCRIBRDEEIEIToI5ER. 3ILEMELT = ) ILR U+
LIV (3:1)RHE 5 mL TEEARHEL E3NATIHERZRAVNT. TFLUOTIV-N-FOELIY L
LN TINEZATLICEDRENBREHRELER. MLIVREZ B AP KYS VR RHNENS
bNETENLM 2. PTEFNZNIILDAHTAEHT HIEELT, TR =MILBEHELGE. 20
RZJBRUVZILAEDYRIE 10 mL, BAM (&£ 5 mL TR LIz (R 8) 2ehn. BAHZE=IX 15 mL &9
H&éLT=,
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BE.IFOINAZTSHEERERAWOTRILEER. ER20gIcHYS T I EEEXTFLOOTIU-N-
TAENLDY AL IAT IVIZASLIZAET T SE. REVE+HICREBTELGH 1=, ZOH. 2 2HT
LADBEREFHLTEEL, BIEHBIORELEZEL T, HE 49 ICTHETI =DM RERBEUEEIC
AWdZEELT=,

£8 UII77AMNN—ARU/IFLUOTIU-N-FOEL DY IAL DA T VBRI = AT LM ODRILEY

DBEHRR (EYREE (%))
7Ec=rJJL =111
0-5mL 5-10 mL 10-15 mL 15-20 mL
(BRBEY)
oHoaOKzL 29 56 0.7 0.1 86
BAM 101 0.2 0 0 101
Z)LAEaYR 18 87 0.3 0 105

BEE:1pg(FEF=MJJL 0.1 mL [Z7ER)

(6)BIEADIKEDFER

BEITHEK 20mL &Y, o90ORZ)L, BAM RUZ/ILAEQYRDREBER (& 0.5 mg/L 7ER=FY)
VAR 0.2mL A, 7Eb 100mL #MA TRMLIz, COREEZE. AHK 5B (90mm) ZEL =HEILA—
FCIRBIAiELTz, 7HEbr 50mL TEREHEV. RREIRDOFEILUA—FRUAH TR ABLIZ, Di&REH
HE. $920mL ETHEREL. 7EM=RNJILEMZ TEREIZ 25mL EL=(D) . DZE 10mL &Y. 10WN%iE
EF RS LGEK 50mL 2MA TEREE . n-AFHY 50mL RUNVT 20mL THIEL = n~NTHUBEHHET
#|KEREE -~ L THiK#% . DEG A& 0.5mL ZAMLTEMBL. 7 TIEREIZ 2mL &LI2(@), D%
LC-MS/MS THIFEL.BAM RUZILAEQYRDEYRFEEZHEHLT-, F£=. @% GC-MS/MS THIFEL. o0
RZJLOEUNEZEHLT-,

N=3 BHTTRERZERLI-FER. O /ORZ)LIZENURE 101% (FxHZLERZE 1.4%) . BAM [EX[EIYNEE 100%
(FxHEERE 1.2%) . ZILAE)FIZEUE 102% (FHXHEERE 1.3%) THo1z. COFBERM S, MR
EIZBEVWT 3L EMELAMADRFZIFEAELRNEEZ DT,

5. #hnE YR ER

[EFNLLE FYRYIFINATIVASRUSESD 5 BREABICAWT. EBAZED 7. HRAR
DB > THRMEUEREEE L=,

KR RE (0.01 ppm) AN FMNEREERIZE T2 EIURE 100%H Y DR IEZERR. FBEHDTFUH
HRUAMBRORRNEIOTN SLER 27~46 IZRL=. T EEGD ISR D I F v BIE
IZEBRERMEN—FILAA IO SLER 47 RV 48 (TR,

(1)ERMAE

ERMEOREFERERIITTRLI=. GC-MSIMS)BIZE. LC-MSIMS BIE &4, TS0V BIZHILEYDE
BAROLNDHTENH oA EIRMEDFHEREZEISES L=, GC-ECD AIETIE. FrRAvnTyaz)L
[CDOWT . HEE—VD=OFIREDFHBREISES LIgAof=, Ff=. GC-ECD BIETIZILAEIJFDR
FEEICHEE—IMNRONFM, FHEREEITEE LT,

()EE.BRERUVEERR

EERUHMHITRECEIHERERX 10 ITRLT

{EBRE (0.01 ppm)FmMITIE. EEF, 290X ))LA GC-MS BIE T 71.7~82.5%, GC-MS/MS BIE T
71.1~84.0%. GC-ECD IE T47.5~81.5%., BAM A GC-MS IE T 95.9~112.1% ., GC-MS/MS BIE T
97.3~119.2% ., GC-ECD fIE T 75.2~98.5%.LC-MS/MS HIE T 91.8~109.0%., Z/LAEaYRA
GC-MS AIET 116.4~122.0%., GC-MS/MS BIFET 114.7~125.9% . GC-ECD |E T 77.1~96.0%.
LC-MS/MS BITE T 91.0~104.2% TH o1z F¥RNYDTILAETJRIZDLVT GC-MS R GC-MS/MS Al
FETHEE 120%% L@t Tf-. F¥RYDSHORZILIZDLT GC-ECD AIE TEEA 70%% FE-71=,
ZOfthE. FHEEEICEE L,

BEEAMI REERE(—REEFRDBEX. SBLLT. EEEOHIILEMDRELANILIZH
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HETHM) THMEUGEREZEELA. WITNDRIESEZTLEEDFmELEISEES L -,

BHTREIL. FrRXYD /O LIZDWTERE (0.01 ppm) FINEFIZ GC-ECD BIE T 15.7% &40+
BUMEELGS=A, £ TEHEEEISE S LT,

{EERE (0.01 ppm) RMEFDEIEEMDE—SD SIN thiF. GC-MS AIE THRIE 46 (WAZ D II/ILAEDY
K). GC-MS/MS HIE TRIE 80 (WAZ M ZILAEDER), LC-MS/MS AI%E THIE 325 (15N AZ50D BAM)
THY. VFhi SINI0 L EDREREMNEONT-, GC-ECD BIE TLHRIE 11 (FrAyDTH/aR=)L)D SIN
tehgon=A. BHOIEEWISEVNVREFEBEBICHEE —INRRLNBEEELHY . +HHERELIIVLZA
hot=,
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x99 ERMED

ERai]

No. SRR BRE EERF | H#E HE—I D E—Y EH RIRME # =
(4=¢7)] [#RHRS] (ppm) FFRFEEOFTE DEFffi
(mg/kg) Js5vy < by RRIMBERR EHitL
(ppm) n=1 n=2 F (a) n=1 n=2 E (b) (a)/ (b)
GC-MS AlE
1 | voaRz)L FhLl & 0.01 EZMRA | 001 |<0.333 292 268 280 58775 60367 59571 0.005 [¢)
2 [ vyoRzu FrRy 0.01 EEER | 001 [<0.333 225 258 242 61758 61001 61380 0.004 o
3 [PyoRzu E3NAES 0.01 FEER | 001 [<0.333 328 291 310 67921 59571 63746 0.005 o
4 | TvynRz)L YaZ 0.01 0.1 HAME 0.1 |<0.100 361 281 321 522180 522850 522515 0.001 [¢)
5 |[vyoR=u RE>3 0.01 FEER | 001 [<0.333 384 352 368 61971 59212 60592 0.006 o
6 | BAM Fhil & 0.01 EZMRA | 001 |<0.333 5200 5006 5103 48628 49321 48975 0.116 [¢)
7 | BAM FrAy 0.01 EZMRA | 001 |<0.333 1171 1112 1142 45241 45127 45184 0.026 [¢)
8 |BAM E3NAES 0.01 FEER | 001 [<0.333 1809 1934 1872 50562 45782 48172 0.040 o
9 |BAM YaZ 0.01 EZMRA | 001 |<0.333 2056 2380 2218 39910 40749 40330 0.058 [¢)
10 | BAM RE>3 0.01 FEER | 001 [<0.333 1190 936 1063 41568 38714 40141 0.027 o
1| 2urEay R FhiL & 0.01 0.05 HAE(E 0.05 |<0.100 960 1001 981 89937 92836 91387 0.011 o
12 | 20t EaYF Fr Ry 0.01 5. HEfE 5 <0.100 o
13 | ZurEay kR ESNAZS 0.01 25. HAE(E 25. | <0.100 o
14 | ZLAEaY KR YaZ 0.01 TEEMA | 001 |<0.333 o
15 | 24 EaY K RES 0.01 2. HEfE 2 <0.100 o
GC-MS/MS #lE
1 | voaRz)L FhLl & 0.01 EZMRA | 001 |<0.333 70 76 73 17786 18522 18154 0.004 [¢)
2 | vyaRz)L FrAy 0.01 EZMRA | 001 |<0.333 69 57 63 18370 19050 18710 0.003 [¢)
3 [vyoRzu E3NhAES 0.01 EEER | 001 [<0.333 99 80 90 20963 19072 20018 0.004 o
4 | vhoRzZL YAl 0.01 0.1 HEfE 0.1 |[<0.100 69 61 65 133418 133274 133346 0.000 o
5 |[vyoR=u FE>3 0.01 TEER | 001 [<0.333 80 90 85 20208 19209 19709 0.004 o
6 | BAM FhL & 0.01 TEER | 001 [<0.333 39 40 40 12908 13038 12973 0.003 o
7 | BAM FrAy 0.01 TEEMA | 001 |<0.333 o
8 |BAM E3NAES 0.01 TEER | 001 |<0.333 158 180 169 14884 13365 14125 0.012 o
9 |BAM YA 0.01 TEER | 001 [<0.333 o
10 | BAM RES 0.01 TEEMA | 001 |<0.333 o
1| 2urEay R FhiL & 0.01 0.05 HAE(E 0.05 |<0.100 420 437 429 41944 43197 42571 0.010 o
12 | 20t EaYF Fr Ry 0.01 5. HEfE 5 <0.100 o
13 | ZuAEaY K EF5NAES 0.01 25. HEfE 25. |<0.100 o
14 | 2urEay R YA 0.01 TEER | 001 [<0.333 o
15 | 24 EaY K RES 0.01 2. HEfE 2 <0.100 o
GC-ECD &
1 |[¥vaR=u FhL & 0.01 EEER | 001 [<0.333 o
2 | CroRzL FrRY 0.01 EEBEA | 001 [<0.333| 90852 82899 86876 289393 289632 289513 0.429 x
3 [PyoRzu E3NAES 0.01 FEER | 001 [<0.333 o
4 | CHraxz)L YAl 0.01 0.1 HEfE 0.1 |[<0.100 o
5 |YraxRz)L RES 0.01 TEEMA | 001 |<0.333 o
6 | BAM FhiL & 0.01 FEER | 001 [<0.333 o
7 | BAM FrAy 0.01 TEEMA | 001 |<0.333 o
8 |BAM E3NAES 0.01 FEER | 001 [<0.333 o
9 |BAM YA 0.01 FEER | 001 [<0.333 o
10 | BAM RES 0.01 TEEMA | 001 |<0.333 o
1| 2urEay R FhL & 0.01 0.05 HAE(E 0.05 |<0.100 | 56711 63686 60199 1158352 1122068 1140210 0.056 o
12 | ZWAEaY F FrAy 0.01 5. HAME 5 <0.100 | 37380 39332 38356 100572950 | 104383150 | 102478050 0.000 [¢) 50 fEHR
13 | ZuAEaYF EF5HAES 0.01 25. H#E(E 25. [<0.100 | 97369 86940 92155 501884000 | 501159500 | 501521750 0.000 [¢) 250 &R
14 | 2urEay R YA 0.01 FEER | 001 [<0.333 | 24173 24269 24221 282906 283561 283234 0.094 o
15 | Z)tEay K RES 0.01 2. HAE 2 <0.100 | 83120 81693 82407 39670280 40992380 40331330 0.002 o 20 R
LC-MS/MS I%E
1 |[BAM Fhv & 0.01 FEER | 001 [<0.333 30 30 7167 7223 7195 0.004 o
2 BAM FrRY 0.01 EZMRA | 001 |<0.333 85 38 61 8767 8781 8774 0.007 [¢)
3 [BAM E5hAZS 0.01 FEER | 001 [<0.333 142 124 133 8546 8801 8674 0.016 o
4 BAM YA 0.01 EERF [ 001 |<0333 364 340 352 8975 8517 8746 0.042 O
5 BAM RES 0.01 TEEMRA | 001 |<0.333 o
6 TLAEIYE | FhL& 0.01 0.05 HAE(E 0.05 |<0.100 123 116 120 91646 90935 91290 0.001 o
7 TILAEIYF [FrRy 0.01 5. H#E(E 5 <0.100 542 77 310 9819130 9860310 9839720 0.000 [¢) 50 fEHR
8 ILAEIYF [E5ShATES 0.01 25. HEfE 25. | <0.100 75 72 73 45504250 44333325 44918788 0.000 [©] 250 fEH R
9 JLAEAYR | YAT 0.01 EEER | 001 [<0.333 1035 972 1003 17948 17760 17854 0.060 o
10 TILAEIYR [ RES 0.01 2. HAME 2 <0.100 119 109 114 3698216 3644546 3671381 0.000 [¢) 20 fEHR

-25-




®10 EE. BERUEERRD

a7 (1)

No PexiissE 3 BRE EERR Rl AR E B4R (%) HE | BHTHRE SIN % %
(A=x7] [HR RS (ppm) (ppm) n=1 n=2 n=3 n=4 n=5 (%) (RSD%) Max. Min. FHfE
(mg/kg)
GC-MS HAlE

1 oA=L IFhils 0.01 0.01 76.5 78.8 713 62.7 69.1 717 8.9 1375.1 | 585.8 | 980.4

2 oA=L FrRy 0.01 0.01 84.2 80.4 76.9 84.0 69.8 79.0 7.6 9049 | 5244 | 7146

3 sonRz)L F5NATS 0.01 0.01 80.5 785 825 81.8 82.6 81.2 2.1 683.3 511.0 597.1

4 | ooynRz) YA 0.01 0.1 0.01 74.7 79.8 75.8 76.4 87.9 78.9 6.8 577.5 | 5343 | 5559

5 Tyanz)L RES 0.01 0.01 79.4 81.7 845 86.3 80.4 825 3.5 4875 | 706.9 | 597.2

6 BAM IFhils 0.01 0.01 96.5 96.8 98.5 95.6 92.0 95.9 25 52.3 58.0 55.2

7 BAM Fry 0.01 0.01 1116 | 1133 | 1059 | 1122 | 1176 | 1121 3.7 1836 | 1614 | 1725

8 BAM F5NATS 0.01 0.01 94.6 91.0 100.7 99.2 99.3 97.0 4.2 156.4 190.2 173.3

9 BAM YA 0.01 0.01 99.8 99.5 96.0 101.3 | 111.3 | 101.6 5.6 1230 | 1126 | 117.8

10 |BAM AES 0.01 0.01 1133 | 107.3 | 1080 | 112.0 | 106.2 | 109.4 2.8 1231 | 107.7 | 1154

11 | ZuFEaUR Fhils 0.01 0.05 0.01 109.5 113.1 113.5 135.5 110.2 116.4 9.3 89.2 77.7 83.4

12 | ZuFEayr Fry 0.01 5. 0.01 1263 | 121.8 | 1147 | 1191 | 1280 | 1220 44 1134 | 160.1 | 136.7

13 | ZiLAEaYR F5NATS 0.01 25. 0.01 115.1 113.3 121.3 117.8 120.7 117.7 2.9 111.7 104.0 107.8

I 2 % ==Dl YA 0.01 0.01 1142 | 1169 | 1119 | 1215 | 1244 | 1178 44 70.2 46.4 58.3

15 | ZuFEayr AES 0.01 2, 0.01 137.7 | 1145 | 1167 | 1154 | 109.2 | 1187 9.2 1405 | 1059 | 123.2

12 | YyaRz)L Fhils 0.01 0.05 70.5 70.7 75.4 67.6 70.4 70.9 4.0

22 |vymRz)L FrRY 0.01 5. 91.4 89.6 86.2 87.4 90.5 89.0 2.4 50 A RAE
32 |vyaRz)L F5NATS 0.01 25. 89.3 89.4 87.7 91.1 87.8 89.1 16 250 fEFHFEIE
42 | syaRz) YA 0.01 0.1 0.1 75.2 83.9 83.7 71.5 74.2 71.7 7.3

52 |vymRz)L AES 0.01 2. 94.0 94.7 90.1 77.7 84.6 88.2 8.1 20 EAHRAE
6.2 | BAM Fhils 0.01 0.05 98.5 1011 | 102.1 97.9 102.0 | 100.3 2.0

7.2 | BAM FrRY 0.01 5. 109.1 | 1085 | 1098 | 108.6 | 107.9 | 108.8 0.6 50 & RRE
8.2 |BAM E5hAES 0.01 25. 1059 | 103.8 | 103.6 | 1049 | 102.0 | 104.0 1.4 250 fEFRIRAE
9.2 |BAM YA 0.01 0.1 107.4 105.4 114.6 104.6 109.1 108.2 3.6
10.2 | BAM AES 0.01 2. 1174 | 1176 | 117.4 | 1068 | 1163 | 1151 4.1 20 EAHRAE
112 | Z)LFEaYR Fhils 0.01 0.05 0.05 110.3 112.6 113.9 110.7 110.7 111.6 14
12.2 | Z)LFEQYR FrY 0.01 5. 5. 109.6 105.6 106.3 | 105.6 98.0 105.0 4.0 50 fE & IRAIE
13.2 | ZLFEaYR F5hAES 0.01 25. 25. 101.4 98.4 95.0 94.3 92.6 96.4 3.6 250 FEFHFAE
14.2 | Z)LFEQYF YA 0.01 0.1 114.6 110.5 1226 112.1 117.1 115.4 4.1
152 | ZILFEaUR AES 0.01 2. 2. 111.0 | 1105 | 110.0 95.8 104.6 | 106.4 6.1 20 EAHRAE

GC-MS/MS il

1 Syanz)L FhiLs 0.01 0.01 74.0 785 70.1 62.2 70.8 711 8.4 1204.1 | 703.7 | 953.9

2 oA=L Fry 0.01 0.01 88.8 84.0 81.2 88.7 71.8 82.9 8.4 1491.8 | 1254.5 | 1373.1

3 sonRz)L F5NATS 0.01 0.01 81.0 78.4 81.6 80.7 81.6 80.7 16 1274.8 | 1183.1 | 1228.9

4 synsz) YA 0.01 0.1 0.01 78.7 845 82.0 80.6 91.9 835 6.1 869.8 | 6845 | 777.1

5 oA=L AES 0.01 0.01 80.9 82.6 86.7 87.7 82.1 84.0 3.6 10435 | 1379.2 | 1211.4

6 BAM FhiLs 0.01 0.01 97.0 99.2 101.5 97.2 101.2 99.2 2.2 700.2 | 690.1 | 695.1

7 BAM Fry 0.01 0.01 1217 | 1157 | 1131 | 1213 | 1241 | 119.2 3.9 1114.0 | 1046.2 | 1080.1

8 BAM F5hAES 0.01 0.01 97.8 94.1 99.9 96.9 97.7 97.3 2.1 7476 | 9453 | 846.4

9 BAM YAZ 0.01 0.01 106.8 | 107.8 | 103.8 | 106.0 | 114.0 | 107.7 3.6 609.0 | 6142 | 6116

10 |BAM AES 0.01 0.01 116.1 | 1100 | 1146 | 1186 | 1095 | 113.7 3.4 588.8 | 917.1 | 753.0

11 | ZuFEaUR FhiLs 0.01 0.05 0.01 104.4 111.1 112.2 133.6 112.3 114.7 9.6 217.6 160.8 189.2

12 [ ZLFEIUR | FeRy 0.01 5. 0.01 128.7 | 1256 | 118.3 | 124.8 | 1322 | 1259 41 242.7 | 297.9 | 2703

13 | ZuAEaYr F5hAES 0.01 25. 0.01 116.3 | 1148 | 1194 | 1165 | 1205 | 1175 2.0 265.8 | 298.1 | 282.0

14 | Z)LAEQYR YA 0.01 0.01 117.5 116.6 111.4 121.9 119.3 117.4 3.3 146.8 80.3 1135

15 | ZuFEayr AES 0.01 2, 0.01 139.8 | 1191 | 123.0 | 1207 | 113.7 | 1232 8.0 279.1 | 2441 | 261.6

12 | oyaxRz)L IFhils 0.01 0.05 73.2 73.5 72.5 713 73.9 72.9 1.4

22 |[vyaRz)L FrY 0.01 5. 87.3 89.2 83.9 88.5 93.5 88.5 3.9 50 fE & IRAIE
32 | vymRz) F5hAES 0.01 25. 90.8 93.0 84.8 88.7 85.8 88.6 3.9 250 FEFHFAE
42 | vyaRz) YA 0.01 0.1 0.1 74.8 84.9 83.3 73.4 75.4 78.4 6.8

52 |symR=) AES 0.01 2. 87.6 88.1 88.2 82.5 82.4 85.8 35 20 fEFHRAE
6.2 | BAM IFhils 0.01 0.05 1035 | 103.8 99.3 1041 | 107.1 | 1036 2.7

7.2 | BAM FrY 0.01 5. 103.9 105.0 104.2 | 104.9 108.1 105.2 16 50 fE & IRAIE
8.2 |BAM F5hAES 0.01 25. 1095 | 1104 | 103.0 | 107.0 | 106.8 | 107.4 2.7 250 fEFHIRAE
9.2 | BAM VAT 0.01 0.1 1066 | 1078 | 113.7 | 107.1 | 110.8 | 109.2 2.7
10.2 | BAM AES 0.01 2. 108.4 108.6 114.6 107.0 106.3 109.0 3.0 20 fEFHIRAE
11.2 | ZIFEaYR IFhils 0.01 0.05 0.05 114.0 | 1164 | 1099 | 1171 | 1189 | 1152 3.0
12.2 | Z)LFEQYR FrRY 0.01 5. 5. 106.8 1015 1015 | 102.1 100.7 102.5 2.4 50 fE & IRAIE
13.2 | Z)LAEaYR F5NATS 0.01 25. 25. 110.4 104.7 97.9 97.6 96.3 101.4 5.9 250 fEFHFEIE
14.2 | ZIFEaYR VAT 0.01 0.1 113.9 | 1127 | 1212 | 1134 | 1148 | 1152 3.0
15.2 | Z)LAEaYr AES 0.01 2. 2. 107.6 105.4 114.3 104.7 105.6 107.5 3.7 20 fEFHIRAE
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®10 EE.BERUEERRD

a1 (2)

No PHTRER BSR4 EERF HE(E IR B4R (%) HE BT S/N # &
L& [#&HRR] (ppm) (ppm) n=1 n=2 n=3 n=4 n=5 (%) (RSD%) Max. Min. FHfE
(mglkg)
GC-ECD #I%E
1 [ oyoRz)L | Fhlls 0.01 0.01 77.2 83.7 75.3 69.8 75.8 76.4 6.5 53.4 54.6 54.0
2 | soraRzu | FeRy 0.01 0.01 53.4 52.2 43.6 52.2 36.1 475 15.7 16.0 11.2 13.6
3 | vvaRzu [ 1F5hAES 0.01 0.01 815 80.0 82.5 83.2 80.3 815 1.7 66.8 46.9 56.9
4 | vyoRz)L [YAT 0.01 0.1 0.01 73.0 76.7 76.5 72.8 77.4 75.3 2.9 40.2 39.1 39.7
5 |sooRzu | RES 0.01 0.01 80.0 81.2 82.4 83.1 78.2 81.0 2.4 44.6 52.9 48.7
6 | BAM Fhls 0.01 0.01 73.0 77.8 76.0 70.8 78.3 75.2 4.3 102.2 315 66.8
7 |BAM FyRy 0.01 0.01 91.5 92.3 87.2 91.1 92.9 91.0 2.5 316 21.3 26.4
8 |BAM E5NAZES 0.01 0.01 93.3 91.0 97.8 95.3 93.5 94.2 2.7 53.7 131.0 92.3
9 |BAM YAl 0.01 0.01 89.0 89.8 90.5 85.4 92.0 89.4 2.8 28.2 1.7 19.9
10 |BAM RES 0.01 0.01 97.2 96.4 100.1 99.9 98.7 98.5 1.7 46.6 60.6 53.6
11 | ZAEAUR | Fhbls 0.01 0.05 0.01 80.0 88.8 87.9 101.5 915 90.0 8.6 98.3 76.2 87.2
12 | ZLAETUR | FoRY 0.01 5. 0.01 88.2 88.7 80.1 86.0 80.0 84.6 5.1 80.1 86.0 83.0
13 | ZUAEQUR | EShAES 0.01 25. 0.01 78.2 74.8 75.7 83.9 73.0 77.1 55 56.9 58.7 57.8
14 | Z)LAEAYR | YAD 0.01 0.01 97.3 94.7 94.1 97.8 96.0 96.0 1.7 88.7 100.3 94.5
15 | ZILAEIUR | BES 0.01 2. 0.01 87.1 86.0 87.7 87.0 102.0 90.0 75 92.2 205.1 148.7
12 | yaRz)L | Ehlls 0.01 0.05 73.7 71.0 76.8 70.7 70.7 72.6 3.7
22 [oyaRzL | FeRy 0.01 5. 91.9 93.2 89.0 88.9 91.6 90.9 2.1 50 fEHFAE
32 | soynRz | E3hAES 0.01 25. 84.9 90.1 87.6 90.7 91.1 88.9 2.9 250 fEFHRAE
42 | sHaRz |YAZ 0.01 0.1 0.1 72.1 76.8 77.7 70.4 70.0 73.4 4.9
52 | soynRz)L | £E5 0.01 2. 88.5 90.8 86.0 80.7 85.1 86.2 4.4 20 fEHFRAE
6.2 | BAM EniLs 0.01 0.05 88.1 85.7 86.4 86.2 84.3 86.1 1.6
7.2 | BAM FrAy 0.01 5. 96.2 107.0 99.6 107.6 101.0 102.3 4.8 50 fEARAIE
8.2 | BAM F5NAES 0.01 25. 95.3 100.1 102.2 101.7 104.4 100.8 34 250 AR FEIE
9.2 | BAM YAl 0.01 0.1 915 88.9 89.5 89.4 90.2 89.9 1.1
10.2 | BAM SES 0.01 2. 104.9 107.2 114.0 108.7 111.5 109.3 33 20 fEAHRAE
11.2 | ZLAEAUR | FhbLs 0.01 0.05 0.05 97.1 94.8 93.9 95.9 92.2 94.8 2.0
12.2 | ZLAETUR | FoAy 0.01 5. 5. 94.7 105.2 98.6 108.9 97.0 100.9 5.9 50 FEHRAE
13.2 | ZLAEQYF [ 1F5hAZES 0.01 25. 25. 96.7 103.5 104.7 102.6 104.8 102.4 3.2 250 AR FEIE
14.2 | ZLAEIYR | YAD 0.01 0.1 93.9 91.5 98.3 91.7 95.5 94.2 3.0
15.2 | ZILAEQYF [ RES 0.01 2. 2. 108.8 110.7 114.9 104.2 106.5 109.0 3.7 20 fEHRAE
LC-MS/MS IFE
1 |BAM EhiLs 0.01 0.01 98.6 94.8 95.8 94.0 95.6 95.8 1.8 497.7 | 577.8 | 537.8
2 | BAM FRy 0.01 0.01 92.0 94.6 90.0 93.3 89.2 91.8 2.4 579.4 | 658.7 | 619.0
3 | BAM E3NAZES 0.01 0.01 1042 | 103.3 97.8 102.1 | 1037 | 1022 2.5 487.3 | 3252 | 406.3
4 | BAM YAl 0.01 0.01 97.4 98.1 98.8 97.6 96.2 97.6 1.0 4476 | 567.9 | 507.7
5 |BAM 0.01 0.01 109.3 | 1102 | 107.9 | 1095 | 108.2 | 109.0 0.9 525.0 | 772.0 | 6485
6 | ZiAEIUR | [FhiLs 0.01 0.05 0.01 100.7 99.9 98.1 99.8 101.8 | 100.1 1.4 987.5 | 1185.0 | 1086.3
7 | ZUAETUR | FeRy 0.01 5. 0.01 90.2 90.7 90.9 92.2 90.9 91.0 0.8 1019.1 | 1337.0 | 1178.0
8 | ZIAEQYR | FSHhAZS 0.01 25. 0.01 98.7 99.6 94.6 99.2 100.6 98.5 2.4 1285.4 | 1478.5 | 1381.9
9 | ZuAEaur [YAS 0.01 0.01 95.8 94.5 98.8 97.3 96.0 96.5 1.7 1060.5 | 860.6 | 960.5
10 | ZuAEayr 0.01 2. 0.01 1058 | 100.1 | 1059 | 1033 | 106.1 | 104.2 2.5 990.5 | 997.4 | 993.9
1.2 | BAM EniLs 0.01 0.05 97.0 96.1 98.2 95.3 96.6 96.6 1.1
2.2 | BAM Fry 0.01 5. 95.6 94.3 93.3 96.5 95.1 95.0 1.3 50 EFHFAE
3.2 | BAM F5hAES 0.01 25. 102.5 100.6 101.5 103.9 102.7 102.2 1.2 250 AR FEIE
4.2 | BAM YAl 0.01 0.1 99.5 100.9 | 1040 | 1019 | 1024 | 1007 1.7
5.2 | BAM 0.01 2. 102.3 103.4 106.9 100.5 104.1 103.5 2.3 20 fEFHRAE
6.2 | Z)LAEQYF | [FhiLs 0.01 0.05 0.05 100.0 100.6 103.6 102.1 101.3 101.5 1.4
7.2 | ZLAETUR | FoAy 0.01 5. 5. 94.1 93.4 93.9 95.9 94.4 94.3 1.0 50 FEHRAE
8.2 | ZULAEIVF [ IF5hAES 0.01 25. 25. 104.9 102.3 101.8 103.6 102.6 103.1 1.2 250 AR FEIE
9.2 | ZLAEIUF |YAD 0.01 0.1 101.6 | 1025 | 1052 | 101.6 | 104.3 | 103.0 1.6
10.2 | ZLAEIYR 0.01 2. 2. 1042 | 1026 | 1046 99.5 104.1 | 103.0 2.1 20 EHRAE

(3)

1=, EHELLIZ 0.74~1.31 THo 1=, HMNMEIUR

1=

HETRIVIRDBTE~NDEE

HABTRIVIZADAEANDEZEITOVNTRELI#ERE XK 11 ITRUF=, ARMEURGRERIZH (T HEIURE
100% L REICHEDLISICHMLIZIN) VI RFIMZERBROBEZERRICHTHE—VEBELERD
RERICHITHEEER 1L TROFE—VEBE L CHRLTHEE
EERH, KR 12 ITRLI= BIEEEL 64.5~115.7% THY . IENLL LD IORZ L THOPEIMEELD
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&1 HBTNYIRDBE~DEZE()

No. BLBSES BRE ERRF HEE | FIRE E—Y @i i %
9= [#RHRS] (ppm) (ppm) I5vy < Yy ARINEEER BRI =
(mg/kg) n=1 n=2 1 n=1 n=2 T []i:4
GC-MS HlE

1 |[vyaRz | iEhils 0.01 0.01 0.02 280 58775 60367 59291 56061 56605 56333 1.05

2 | voRRzZL | FeRy 0.01 0.01 0.02 242 61758 61001 61138 58137 56193 57165 1.07

3 ooanziL | EF3NATS 0.01 0.01 0.02 310 67921 59571 63437 60684 61985 61335 1.03

4 | vyaRzL | YAZ 0.01 0.1 0.01 0.02 321 51941 52098 51699 48460 49287 48874 1.06

5 SoanZiL | RES 0.01 0.01 0.02 368 61971 59212 60224 55411 57487 56449 1.07

6 |BAM FhiLs 0.01 0.01 0.02 5103 48628 49321 43872 38788 38748 38768 1.13

7 | BAM Fry 0.01 0.01 0.02 1142 45241 45127 44043 36920 34816 35868 1.23

8 BAM F5NATS 0.01 0.01 0.02 1872 50562 45782 46301 43277 44393 43835 1.06

9 |BAM YA 0.01 0.01 0.02 2218 39910 40749 38112 34905 35333 35119 1.09

10 |BAM AES 0.01 0.01 0.02 1063 41568 38714 39078 33823 35162 34493 1.13

11| ZuAEaur | Fhils 0.01 0.05 0.01 0.02 981 17553 17668 16630 13183 13174 13179 1.26

12 | ZLAETUR | FoRY 0.01 5. 0.01 0.02 17089 17158 17124 13911 12326 13119 1.31

13 [ ZiAEQUR | [FH5hAZS 0.01 25. 0.01 0.02 21997 19014 20506 16682 16830 16756 1.22

14 | ZLAEIUR | YA 0.01 0.01 0.02 13964 14316 14140 11560 11553 11557 1.22

15 | ZIAETUR | BRES 0.01 2. 0.01 0.02 14737 14031 14384 11593 12420 12007 1.20

12 | vyaRz)L | Ehils 0.01 0.05 0.1 280 295626 305824 300445 287538 294165 290852 1.03

22 | sHARzL | FeRY 0.01 5. 0.2 279 551049 547697 549095 564206 556222 560214 0.98 50 fE AR
32 | vonRzL | E3hAES 0.01 25. 0.2 542107 556723 549415 551584 552371 551978 1.00 250 5 FH R
42 | vyanz)i [ YAD 0.01 0.1 0.1 0.2 321 522180 522850 522194 487729 488053 487891 1.07

52 |soaRzL | BES 0.01 2. 0.2 213 577263 572057 574447 565056 600758 582907 0.99 20 fEFHIR
62 |BAM FhiLs 0.01 0.05 0.1 5103 227540 233792 225563 202948 202848 202898 1.11

7.2 | BAM FrY 0.01 5. 0.2 310 351997 353612 352495 356490 351708 354099 1.00 50 &R
8.2 |[BAM F5hAES 0.01 25. 0.2 342268 357311 349790 349739 350455 350097 1.00 250 5 FH R
9.2 |BAM YAZ 0.01 0.1 0.2 2218 412602 410686 409426 354995 358954 356975 1.15
10.2 | BAM AES 0.01 2. 0.2 450 360058 367868 363513 353671 376985 365328 1.00 20 fEFHIR
11.2 | ZAEaUR | [Ehils 0.01 0.05 0.05 0.1 981 89937 92836 90406 73571 74139 73855 1.22
12.2 | ZLAEIUR | FoRY 0.01 5. 5. 0.2 723 120202 122434 120596 122414 117988 120201 1.00 50 &I
13.2 | ZLAEQUR | E5hAES 0.01 25. 25. 0.2 122409 126339 124374 122888 124276 123582 1.01 250 5 FH R
142 | ZLAEIUR | YA 0.01 0.1 0.2 152768 153177 152973 123775 126783 125279 1.22
152 | ZLAEQYR | RES 0.01 2. 2. 0.2 761 127769 121295 123771 122370 124894 123632 1.00 20 fEFHIR

GC-MS/MS il

1 oAzl | FhiLs 0.01 0.01 0.02 73 17786 18522 18081 17421 17368 17395 1.04

2 | voRRzZL | FeRy 0.01 0.01 0.02 63 18370 19050 18647 17288 17319 17304 1.08

3 | vvRRzL | EB3hAES 0.01 0.01 0.02 90 20963 19072 19928 18654 19269 18962 1.05

4 oyaRz)L [ YAD 0.01 0.1 0.01 0.02 65 12587 12960 12709 11933 11307 11620 1.09

5 |vopRzL | RES 0.01 0.01 0.02 85 20208 19209 19624 17771 18312 18042 1.09

6 |BAM FhiLs 0.01 0.01 0.02 40 12908 13038 12934 11192 11167 11180 1.16

7 | BAM FrRy 0.01 0.01 0.02 12239 12802 12521 10669 10067 10368 1.21

8 |BAM E5hAES 0.01 0.01 0.02 169 14884 13365 13956 12511 12764 12638 1.10

9 BAM YA 0.01 0.01 0.02 8931 9095 9013 7792 7443 7618 1.18

10 |BAM AES 0.01 0.01 0.02 12406 11796 12101 10054 10574 10314 1.17

11 | ZAEaUR [ Fhbls 0.01 0.05 0.01 0.02 429 8383 8210 7868 6302 6282 6292 1.25

12 | ZLAEIUR | FeRy 0.01 5. 0.01 0.02 7684 8021 7853 6281 5984 6133 1.28

13 | ZUAEaUR | E5hAES 0.01 25. 0.01 0.02 10294 9351 9823 7766 7908 7837 1.25

14 | ZLAEIUR | YA 0.01 0.01 0.02 5504 5828 5666 4640 4349 4495 1.26

15 | ZAEQUR | RES 0.01 2. 0.01 0.02 7125 6868 6997 5694 5876 5785 1.21

12 | oyaxRz | Fhols 0.01 0.05 0.1 73 91669 94480 93002 90929 91496 91213 1.02

22 | PyanzL | FyAy 0.01 5. 0.2 180608 181753 181181 183545 181761 182653 0.99 50 fEHR
32 [vyaRzi | @E3hAES 0.01 25. 0.2 177533 181760 179647 179930 180568 180249 1.00 250 EH R
42 | syaRz) | YAZ 0.01 0.1 0.1 0.2 65 133418 133274 133281 123026 125008 124017 1.07

52 | vraRzL | RES 0.01 2. 0.2 188864 186557 187711 185255 181949 183602 1.02 20 fEHR
6.2 [BAM IFhils 0.01 0.05 0.1 40 65872 66858 66326 59148 59885 59517 1.11

7.2 | BAM FrY 0.01 5. 0.2 73 109069 109120 109022 110756 108670 109713 0.99 50 fEHR
8.2 |BAM F5NATS 0.01 25. 0.2 107236 110471 108854 107172 107466 107319 1.01 250 &R
9.2 [BAM YA 0.01 0.1 0.2 95596 94887 95242 83485 83269 83377 1.14
10.2 | BAM AES 0.01 2. 0.2 62 113041 109641 111280 108149 107366 107758 1.03 20 fEHR
11.2 | ZAEaUR | [Ehils 0.01 0.05 0.05 0.1 429 41944 43197 42142 35018 34932 34975 1.20
12.2 | ZLAEQUR | FrAy 0.01 5. 5. 0.2 360 60391 61238 60455 60725 58684 59705 1.01 50 &R
13.2 | ZUAEQYF | EShAZS 0.01 25. 25. 0.2 60857 62145 61501 61068 60501 60785 1.01 250 &R
14.2 | ZLAEQUR | YAT 0.01 0.1 0.2 61810 61698 61754 50321 50788 50555 1.22
152 | ZLAEQUR | RES 0.01 2. 2. 0.2 284 60726 58920 59540 60256 58127 59192 1.01 20 &R
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=R 11 HETR)VHORDBIE~NDE(2)

SRR BRE EERF HEE | FMRE | 2% E—Y @i % &
(4=x7) [HRHRF] | (ppm) (ppm) RE I5vy T Yy RRMBERR BRARERR E—2
(mglkg) (mg/L) n=1 n=2 Fiy n=1 n=2 Fiy EELE
GC-ECD #IE
1 ooanz)L | Fhils 0.01 0.01 0.02 293451 289675 291563 286362 286525 286444 1.02
2 | voRRzZL | FeRy 0.01 0.01 0.02 86876 289393 289632 202637 275184 274853 275019 0.74
3 ooanziL | EF3NATS 0.01 0.01 0.02 281492 279916 280704 276415 275356 275886 1.02
4 | vyaRzL | YAZ 0.01 0.1 0.01 0.02 269712 269008 269360 272501 273900 273201 0.99
5 |vopRzL | RES 0.01 0.01 0.02 279235 283665 281450 273506 271678 272592 1.03
6 |BAM FhiLs 0.01 0.01 0.02 281255 294570 287913 344379 343187 343783 0.84
7 | BAM Fry 0.01 0.01 0.02 350748 354891 352820 378385 374084 376235 0.94
8 BAM F5NATS 0.01 0.01 0.02 357739 359302 358521 366212 367137 366675 0.98
9 |BAM YAZ 0.01 0.01 0.02 315252 316985 316119 336845 345470 341157 0.93
10 |BAM AES 0.01 0.01 0.02 374016 375094 374555 365234 363853 364544 1.03
11 | ZuAEaur | Fhils 0.01 0.05 0.01 0.02 60199 295748 310283 242817 233565 249370 241468 1.01
12 | ZLAETUR | FoAY 0.01 5. 0.01 0.02 38356 280609 285767 244832 284002 280842 282422 0.87
13 | ZAEQUR | E5hAES 0.01 25. 0.01 0.02 92155 346039 343152 252441 260994 262234 261614 0.96
14 | ZLAEIUR | YA 0.01 0.01 0.02 24221 282906 283561 259012 243451 248483 245967 1.05
15 | ZIAETUR | BRES 0.01 2. 0.01 0.02 82407 346849 350862 266449 289041 284698 286870 0.93
12 | vyaRz)L | Ehils 0.01 0.05 0.1 1130205 | 1111634 | 1120920 | 1087379 | 1096212 | 1091796 1.03
22 | PyanZL | FyAy 0.01 5. 0.2 1846148 | 1845944 | 1846046 | 1824315 | 1829954 | 1827135 1.01 50 fEHR
32 [vraRzi | E3hAES 0.01 25. 0.2 1835894 | 1832109 | 1834002 | 1837288 | 1831495 | 1834392 1.00 250 tEH R
42 | vyanz) [ YAD 0.01 0.1 0.1 0.2 1905589 | 1894569 | 1900079 | 1876616 | 1886615 | 1881616 1.01
52 |soaRzL | BES 0.01 2. 0.2 1828205 | 1842541 | 1835373 | 1787400 | 1788824 | 1788112 1.03 20 &R
6.2 [BAM IFhils 0.01 0.05 0.1 1608407 | 1562181 | 1585294 | 1636925 | 1624160 | 1630543 0.97
7.2 | BAM FrY 0.01 5. 0.2 2975982 | 3063327 | 3019655 | 3046590 | 3039033 | 3042812 0.99 50 fE&HR
8.2 |[BAM F5hAES 0.01 25. 0.2 2998550 | 3049063 | 3023807 | 3062793 | 3062177 | 3062485 0.99 250 EH R
9.2 |BAM YAZ 0.01 0.1 0.2 2893267 | 3016419 | 2954843 | 3146640 | 3062276 | 3104458 0.95
10.2 | BAM AES 0.01 2. 0.2 3010417 | 3032197 | 3021307 | 2887973 | 2888751 | 2888362 1.05 20 fEHR
11.2 | ZAEaUR | [Ehils 0.01 0.05 0.05 0.1 60199 1158352 | 1122068 | 1080012 | 1052940 | 1034855 | 1043898 1.03
122 | ZNAEQUR | Fr_y 0.01 5. 5. 0.2 23269 2011459 | 2087663 | 2026293 | 2044040 | 2041747 | 2042894 0.99 50 fE&HR
13.2 | ZLAEQUR | E5hAES 0.01 25. 25. 0.2 2007536 | 2004638 | 2006087 | 2034182 | 2058547 | 2046365 0.98 250 EH R
14.2 | ZLAEQUR | YA 0.01 0.1 0.2 24221 2069086 | 2050169 | 2035406 | 2079179 | 1957031 | 2018105 1.01
152 | ZLAEQYR | RES 0.01 2. 2. 0.2 26049 1983514 | 2049619 | 1990518 | 1917739 | 1919071 | 1918405 1.04 20 &R
LC-MS/MS l%E
1 |BAM FhiLs 0.01 0.01 0.004 15 7167 7223 7180 7180 7164 7172 1.00
2 |BAM FrRy 0.01 0.01 0.004 61 8767 8781 8712 8278 8311 8295 1.05
3 |BAM E5hAES 0.01 0.01 0.004 133 8546 8801 8541 8311 8322 8316 1.03
4 BAM YA 0.01 0.01 0.004 352 8975 8517 8394 8355 8286 8321 1.01
5 |BAM AES 0.01 0.01 0.004 7894 7766 7830 7134 7262 7198 1.09
6 | ZuFEIUR | [FhiLs 0.01 0.05 0.01 0.004 62 18822 18805 18752 17814 18403 18108 1.04
7 TIAEIUR | oY 0.01 5. 0.01 0.004 310 22690 22719 22395 20722 20597 20660 1.08
8 | ZUFEIVR | EShAES 0.01 25. 0.01 0.004 73 18822 18621 18649 18725 19047 18886 0.99
9 ZLAEIYR | YAD 0.01 0.01 0.004 1003 17948 17760 16851 16533 16488 16510 1.02
10 | Z0AEQUR | RES 0.01 2. 0.01 0.004 114 19303 18927 19001 18273 18144 18209 1.04
12 |BAM IFhils 0.01 0.05 0.02 37789 37630 37709 36190 36873 36531 1.03
2.2 |BAM FrRy 0.01 5. 0.04 80092 80282 80187 82321 82270 82295 0.97 50 &R
32 |[BAM F5hAES 0.01 25. 0.04 72939 73031 72985 74305 74742 74524 0.98 250 tEH R
42 |BAM VAT 0.01 0.1 0.04 343 78831 78197 78172 79114 76781 77947 1.00
52 |BAM 5L 0.01 2. 0.04 73278 72494 72886 72571 72777 72674 1.00 20 fEHR
6.2 | ZuAEaUR [IFhuls 0.01 0.05 0.05 0.02 120 91646 90935 91171 90482 90025 90254 1.01
72 | ZUAEQUR | FoeRy 0.01 5. 5. 0.04 196383 197206 196794 199802 197160 198481 0.99 50 fE &R
8.2 | ZILAEQUR | FSNATS 0.01 25. 25. 0.04 182017 177333 179675 180881 180683 180782 0.99 250 &R
9.2 |ZuFEaYR |YAD 0.01 0.1 0.04 1080 171682 172501 171011 171411 171826 171619 1.00
10.2 | ZLAEQYR | RES 0.01 2. 2. 0.04 71 184911 182227 183498 183690 183171 183431 1.00 20 &R
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=12 WEEEQN)

No. SRRIEED BRf AINRE HE E—5 WEEE
(ppm) (%) mfELE (%)
GC-MS HlIE
1 yanz)L IEhiLk 0.01 71.7 1.05 68.1
2 SHORZ)L TRy 0.01 79.0 1.07 73.9
3 SHORZ)L IF5SNAZES 0.01 81.2 1.03 78.5
4 yanz)L YAZ 0.01 78.9 1.06 74.6
5 sHARZ)L ARES 0.01 82.5 1.07 77.3
6 BAM Lk 0.01 95.9 1.13 84.7
7 BAM FrRy 0.01 112.1 1.23 91.3
8 BAM IF5SNAES 0.01 97.0 1.06 91.8
9 BAM YAZ 0.01 101.6 1.09 93.6
10 BAM ARES 0.01 109.4 1.13 96.5
11 221%n==DI IEhiLk 0.01 116.4 1.26 92.2
12 J)LAEaYR FoRy 0.01 122.0 1.31 93.5
13 2% n==DI IF5SNAZES 0.01 117.7 1.22 96.1
14 J)LAEaYR YAZ 0.01 117.8 1.22 96.3
15 2% ==U] ARES 0.01 118.7 1.20 99.1
1.2 SHORZ)L IEhiLk 0.05 70.9 1.03 68.6
2.2 yanz)L FrRy 5. 89.0 0.98 90.8
3.2 SHORZ)L IF5SNAES 25. 89.1 1.00 89.5
4.2 oyanz)L YAZ 0.1 77.7 1.07 72.6
5.2 oHaKR=)L ARES 2. 88.2 0.99 89.5
6.2 BAM IEhiLk 0.05 100.3 1.11 90.2
7.2 BAM FrRy 5. 108.8 1.00 109.3
8.2 BAM IF5NAZES 25. 104.0 1.00 104.1
9.2 BAM YAZ 0.1 108.2 1.15 94.4
10.2 |BAM AES 2. 115.1 1.00 115.7
11.2 | Z)IAEaYR IEhLk 0.05 111.6 1.22 91.2
12.2  |Z)LFEaYR TRy 5. 105.0 1.00 104.7
13.2 |[Z)FEaYR IF5NAZES 25. 96.4 1.01 95.7
14.2 |Z)FEQYR YAZ 0.1 115.4 1.22 94.5
15.2 | Z/AEaUR AES 2. 106.4 1.00 106.3
GC-MS/MS #|5E
1 SHORZ)L IEhiLk 0.01 71.1 1.04 68.4
2 oA=L FrRy 0.01 82.9 1.08 76.9
3 SHORZ)L IF5SNAZES 0.01 80.7 1.05 76.7
4 oyanz)L YAZ 0.01 83.5 1.09 76.4
5 SoOKz)L AES 0.01 84.0 1.09 77.2
6 BAM IEhLk 0.01 99.2 1.16 85.7
7 BAM FrRy 0.01 119.2 1.21 98.7
8 BAM IF5NAZES 0.01 97.3 1.10 88.1
9 BAM YAZ 0.01 107.7 1.18 91.0
10 BAM AES 0.01 113.7 1.17 96.9
11 221%n==DI IEhLk 0.01 114.7 1.25 91.7
12 1% n==DI TRy 0.01 125.9 1.28 98.4
13 2% ==U] IF5NAZES 0.01 117.5 1.25 93.7
14 p21% i ==U]N YAZ 0.01 117.4 1.26 93.1
15 2% ==U] ARES 0.01 123.2 1.21 101.9
1.2 yanz)L IEhiLk 0.05 72.9 1.02 71.5
2.2 SHORZ)L TRy 5. 88.5 0.99 89.2
3.2 yanz)L IF5NAZES 25. 88.6 1.00 88.9
4.2 oyanz)L YAZ 0.1 78.4 1.07 72.9
5.2 sHARZL ARES 2. 85.8 1.02 83.9
6.2 BAM IEhiLk 0.05 103.6 1.11 92.9
7.2 BAM TRy 5. 105.2 0.99 105.9
8.2 BAM IF5NAZES 25. 107.4 1.01 105.8
9.2 BAM YAZ 0.1 109.2 1.14 95.6
10.2 |BAM ARES 2. 109.0 1.03 105.5
11.2 | Z)I#AEayYr IEh L& 0.05 115.2 1.20 95.6
12.2  |Z)LFEaYR TRy 5. 102.5 1.01 101.2
13.2 |Z/FEaYR IF5SNAZES 25. 101.4 1.01 100.2
14.2 | Z)LAEaYR YAZ 0.1 115.2 1.22 94.3
15.2 |Z)FEaYR ARES 2. 107.5 1.01 106.9
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*12 WEEE(2)

No. ATHRRIEED BEmf RINRE HE E— WEEE
(ppm) (%) gL (%)
GC-ECD #IE
1 ooanz)L IEhiLk 0.01 76.4 1.02 75.0
2 SHORZ)L TRy 0.01 47.5 0.74 64.5
3 oA=L IF5NAZES 0.01 81.5 1.02 80.1
4 oAz YAZ 0.01 75.3 0.99 76.4
5 sHARZL ARES 0.01 81.0 1.03 78.4
6 BAM IEhiLk 0.01 75.2 0.84 89.8
7 BAM TRy 0.01 91.0 0.94 97.1
8 BAM IF5SNAZES 0.01 94.2 0.98 96.3
9 BAM YAZ 0.01 89.4 0.93 96.4
10 BAM ARES 0.01 98.5 1.03 95.8
1 J)LAEaYR IEhiLk 0.01 90.0 1.01 89.5
12 Z)LFAEaYR FrRy 0.01 84.6 0.87 97.6
13 221%n==DI IF5SNAES 0.01 77.1 0.96 79.9
14 J)LAEaYR YAZ 0.01 96.0 1.05 91.2
15 2% n==DI ARES 0.01 90.0 0.93 96.8
1.2 SHORZ)L IEhLk 0.05 72.6 1.03 70.7
2.2 oAz FrRy 5. 90.9 1.01 90.0
3.2 SHORZ)L IF5SNAZES 25. 88.9 1.00 88.9
4.2 ooanz)L YAZ 0.1 73.4 1.01 72.7
5.2 oHaR=)L ARES 2. 86.2 1.03 84.0
6.2 BAM IEhiLk 0.05 86.1 0.97 88.6
7.2 BAM FrRy 5. 102.3 0.99 103.1
8.2 BAM IF5SNAZES 25. 100.8 0.99 102.0
9.2 BAM YAZ 0.1 89.9 0.95 94.5
10.2 |BAM AES 2. 109.3 1.05 104.5
11.2 | Z)IAEaYR IEhiLk 0.05 94.8 1.03 91.6
12.2 | ZILAEaUR FrRy 5. 100.9 0.99 101.7
13.2 |[Z)FEaYR IF5NAZES 25. 102.4 0.98 104.5
14.2 |Z)FEQYR YAZ 0.1 94.2 1.01 93.4
15.2 | Z)AEaUR AES 2. 109.0 1.04 105.1
LC-MS/MS BIE
1 BAM IEhiLk 0.01 95.8 1.00 95.7
2 BAM FrRy 0.01 91.8 1.05 87.4
3 BAM IF5SNAZES 0.01 102.2 1.03 99.5
4 BAM YAZ 0.01 97.6 1.01 96.8
5 BAM ARES 0.01 109.0 1.09 100.2
6 2% n==DI IEhiLk 0.01 100.1 1.04 96.6
7 Z)LFAEaYR FrRy 0.01 91.0 1.08 84.0
8 2% n==DI IF5SNAZES 0.01 98.5 0.99 99.8
9 2% ==UlN YAZ 0.01 96.5 1.02 94.5
10 J)LAEaYR ARES 0.01 104.2 1.04 99.9
1.2 BAM IEhiLk 0.05 96.6 1.03 93.6
2.2 BAM FrRy 5. 95.0 0.97 97.5
3.2 BAM IF5SNAES 25. 102.2 0.98 104.4
4.2 BAM YAZ 0.1 101.7 1.00 101.4
5.2 BAM AES 2. 103.5 1.00 103.2
6.2 2% n==DI IEhiLk 0.05 101.5 1.01 100.5
7.2 J)LFAEaYR FrRy 5. 94.3 0.99 95.2
8.2 J)LAEaYR IF5NAZES 25. 103.1 0.99 103.7
9.2 2)LAEaYR YAZ 0.1 103.0 1.00 103.4
10.2 | Z/LAEaYR AES 2 103.0 1.00 103.0

WIEEE - EE /| E—V@E#EL
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6. ZE

TR RABRIBE B EDATERERMND, GC-MSUMSAIE Tl HIZTILAEAYRTHE <RV IR
DEEFZ(TRTL BIEELEDHELDIEEZONT=, LC-MS/MS BITE TlE GC-MSUMS)BITEIZHE N5 H#
IRV D RDFENINSHI=2EMS, ZILAETYRIZDWNTIX LC-MS/IMS BIEZFHRALE=ANBRINEE
AbNT=,

GC-MS(UMS)BIFE KYERB T I RDFEEN NSO TATEEEZHFL T, GC-ECD [Z&XDAIELHAA# 1=
N, FPRYDTH/ARZILICDODNTIHEE—ID=ORIRM OB E#E(E S LMoL, 0.01 ppm &
MTIFEELFTHEEEISES LGN ol FYRAYUSNDREMICOLTIL, SIEEMELBRRIFEFERA
BONTHY, GC-ECD IZ&BBIELEREEZONT=,

SHOARZILIZDNVTIL, GC-MSUMS)BIFE TEE 71~89%¢7%Y  EEDFMAEISESLTIIWLS
M. OPEIMEEE ST, FITIENWOLETEENMED THo=A. [FhWWL&D 7 K EBELE
BR.EEM 3~4 mL EL-THY . BEICEMBLTLESIEN—RETIEHBLMNEEZTNS, /AL
22T, SERE LIz AATIFERB LN RIEITE TIEEL BBREICT2FELTHRREZTOILE
NhdEEZLNT,

ZEEVMDOEERFRICDOLNTIL, 0.01 ppm FMBEDERE., HHTREMNTHHEEEISESL. HDS/INLE 10
UEARFONF-ZEMND, 0.01 ppm EZEERREL TR EFATREEHIBLT=,

[#&am]

BEYDOTI/AONZ)L, BAM RUZILAEQIRDT IL—ToiiiéL T, ZiLEMEAHM ST I
THEL. BFBIFILRY n-ANFXH2(7:3)BRICEE. J 5771 M—RUIZFLOOTIV-N-TFOE LY
JILEDIHS IVEBIZHASLTREL-E., O70RZ)LRU BAM & GC-MS E£1=F GC-MS/MS TEE
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0.0 0
50 / 100 \ 150 Nomin
(x100. 000) (x100.000)_ 10, 0410, 000)
0:7uw)“5 I 1.599070) 42 U dhnv T AR
. 1.0 . 03
" 0.5 ;
A o e Se—— 0. 4=
8.0 1005 11.0 11.8 14.1 15.8
AInE A AINE A AINE A
(x100. 000) (x10. 000) (x10. 000)
IV 10. 0403 M)° 45 1.599meby° 543
= ] : 5.0
] 5. 0 ]
5_: ] 2.5+
8o 85 105 11.0 118 141 150  15.8
BERR BERR BERR
ooaKz)L BAM ZILAEaYR

AESIDHOTNT 5L (GC-ECD BIE)
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AR 0.01 ppm Y




X 42

F1:MRM of 3 channels ,ES+
189.93>172.99

F2:MRM of 4 channels,ES+
13.09383>173.08

yaq | 4518e+002 9.080e+002
wl / _7.46 0611291 1317 1479
0 min 0 min
._6.00_ 13.00 14.00
750058 o008 %

F1:MRM of 3 channels ,ES+
189.93>172.99

F2:MRM of 4 channels,ES+
13.05383>173.08

5.848e+004 1.808e+005
% %
0 min 0 min
6.00 13.0014.00
AYIIERR ) FYIERY &

F1:MRM of 3 channels,ES+
189.93>172.99

F2:MRM of 4 channels ,ES+
13.05 383 >173.08

5.902e+004 1.806e+005
% %
0 min 0 min
6_.0Q . 13.00 2].4.~OO~
GELS S
BAM(m/z190—173) Z)LAE)F(m/z383—173)

[EnL\LEDHOTRT S L (LC-MS/MS (SRM) I5E)

F1:MRM of 3 channels ,ES+
189.93>172.99

F2:MRM of 4 channels,ES+
13.04 383 >173.08

4.868e+002 8.448e+002
% %
0 _7.23 0 14.4014.64
0 min 0 min
. 6.00_ 13.00 14.00
ISR P

F1:MRM of 3 channels ,ES+
189.93>172.99

F2:MRM of 4 channels,ES+
13.05 383 >173.08

6.859e+004 2.068e+005
% %
0 min 0 min
6.00 13.0014.00
AIER S anE

F1:MRM of 3 channels ,ES+
189.93>172.99

F2:MRM of 4 channels ,ES+
13.05 383 >173.08

A¥th 0.01 ppm 1B

6.918e+004 2.140e+005
% %

0 min 0 min
6.00 13.0014.00
ZEBRR EERE
BAM(m/z190—173) ZI)LAE ) R(m/z383—173)

43 FHRYDHIATLT SL(LC-MS/MS(SRM)EITE) ¥4 0.01 ppm Y
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F1:MRM of 3 channels ,ES+
189.93>172.99
1.208e+003

600754

%

13

Sy 6'00 =
IR

F1:MRM of 3 channels ,ES+
189.93>172.99
6.712e+004

%
0 min
6.00
AnEt

F1:MRM of 3 channels,ES+
189.93>172.99

6.252e+004
%
0 min
500
BRI
BAM(m/z190—173)

44 [F5NAZFS50DIBTET 5L (LC-MS/MS (SRM) BIE)

F1:MRM of 3 channels ,ES+
189.93>172.99
2.845e+003

=S

6.44 7.75
A

4.99

[N

min

& 6.00 -
ez E
F1:MRM of 3 channels ,ES+

189.93>172.99
6.492e+004

%

0 min
6.00
AIER S

F1:MRM of 3 channels ,ES+
189.93>172.99

5.981e+004

%

0 min
600
ZHEAR

BAM(m/z190—173)

X 45

F2:MRM of 4 channels ,ES+
13.09383>173.08

6.218e+002
. 13.09

% 14.84

0 min

13.99 14.00
ISV EH
F2:MRM of 4 channels,ES+
13.09383 >173.08

1.687e+005
%
0 min

13.0014.00
FYIERY &
F2:MRM of 4 channels ,ES+
13.10383>173.08

1.566e+005
%
0 min

13.0014.00
EER;
ZJ)LAEQ)RF(m/z383—173)

F2:MRM of 4 channels ,ES+
13.12383>173.08
9.738e+003
%
0 min
13.0014.00 _
IS YHEH
F2:MRM of 4 channels,ES+
13.12383>173.08

1.500e+005
%
0 min

13.0014.00
anE
F2:MRM of 4 channels ,ES+
13.12383>173.08

1.341e+005
%
0 min

13.0014.00
EERE
ZJ)LAEQ)R(m/z383—173)

YAZOHHAOTRT 5L (LC-MS/MS(SRM)BITE) %5 0.01 ppm B
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g 0.01 ppm FHY



X 46

F1:MRM of 3 channels ,ES+
189.93>172.99
4,06 3.184e+002

" _783
7.93

4 min
N 600 -
AP MLIE Y
F1:MRM of 3 channels ,ES+
189.93>172.99
6.242e+004

%
0 min
6.00
AnEt

F1:MRM of 3 channels,ES+
189.93>172.99

5.773e+004
%
0 min
500
BRI
BAM(m/z190—173)

ZI)LAER(m/z383—173)
ARESOHATR S5 L(LC-MS/MS (SRM) IFE)

-45 -

F2:MRM of 4 channels ,ES+
13.09383>173.08
1.101e+003

min

13.0014.00
P

F2:MRM of 4 channels,ES+
13.07383>173.08
1.743e+005

%
0 min
13.0014.00
FYIERY &

F2:MRM of 4 channels ,ES+
13.07383>173.08

1.667e+005
%
0 min
13.0014.00
SE Y
1ZHETR

g 0.01 ppm Y



BAM

(x10,000,000) ]

30-

2.0

woroR=)

TIC (1.00) v

JILAEaY R

1.04
| o
‘rJ‘M“l‘ R
75 10.0 125 15.0 175 20,0
[EhiL&
(x10,000,000)
1.25TIC (1.00) 1
100 !
0.754 1
0.50-]
0.25
£ VT .
T N e e R
75 10.0 125 15.0 175 20,0
F5NAZS
(x10,000,000)
1TIC (1.00)
1.00
] !
0.75+ l
0501 !
025
Lol Lyl T e ——
7.5 10.0 125 15.0 175 200
AES

(x10,000,000)
Imc (1.00
307 s s —
1 ooaRZ)L
2.0 i} AM o N
] B JLFEAY R
1.0 ! !
i T L
‘r T ‘ T T ‘ T T T ‘ T T ‘ T T ‘
75 10.0 125 15.0 175 20.0
FoY
(x100,000.000)
1003716 (1.00)
0.751
050
S !
0.25-
[P
T L 1 T T
7.5 10,0 125 15.0 175 20.0
YAZ

47 TS0 B OF—2ILA4A ORI 5L (GC-MS)
(RF¥UEH:70~500 amu)
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JLAEDY R

4.02¢+8
100 | 1466
il 14.55 14.94
] BaM 12.95
] l 11.3
O\O,
O AR S Time
5.00 10.00
[FhiL&
3.56e+8 |
100~ 11.95 13.75 14.71
] ! 11.92 14.99
11.32
8.04_9.67
S
O T T Time
5.00 10.00
F5NAZD
3.09¢+8 !
- 13.01 14.76
1007 11.97
£ 30 9.9710.82
N
0 - AR Time
5.00 10.00
SES

Time

Time

0 7 T
5.00 10.00
FyAY
4.41e+8 !
- 10.39  14.22 14.93
1007 10.34_| 12.93
10.31
| 8.91
O\O,
07 T T — T
5.00 10.00
YAZ

48 TSV IHMBMDI—FILAA2IOTLT 5L (LC-MS)

(R¥v & B :50~1000 amu, CV=10V)
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