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BEERNRBR-RBNC
2o (ABESRY M ORI NSyl * u’; %
gzgz £ m&»{srws., A6,
SRR wip Dy SRR IO
AT ARELBY. BL mw& «u!ﬁl
RIS % HFE. IR, INE [
B LM ). ..cn:;m)mw;..
20, BT -5, B4R BUS
Excall 2R
MEF— DOMEF el e TR :
IO ERE, FTEER 1) :
LB “
GO, CCMLME s gy vty W
WD L.
GRS | HHARG G
RASPIT I -
it
F—s9{z s PR E—T AL BEEE )
74N 3
F . L A RARCEGELER. AN, BB REDTRATRES ERY M
CABHI/ARIAR s bew s Wk w5 %
ok Py WS/ WESAY PG ARY PR STt
L2 RIS B RBAG i L
LA B 24 200 b ‘)

B! REPLBEREOWE SHAZFOWE

CIME S SOARIG)
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CYREQD-STE

w3
Ci-NEG-SCAN {MC}, SIM. MS/MS

BRP 2 —-ACBMULET x P RLL—MM0OIppmiO)

B85 LC/MS/MSORTElog Pow
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3. SOPEEITHETHRB RSB ER ) )
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LC/MSEZLHZKP R R (F2H)

Bk SRR

OB T Hripiite, KEBNEE,

[ B ARRIC A SRR BSOS RO TRIOE, 381U
B‘Jésémf&ﬁ‘%”” Wre YOI TS, LU, ARSI el ?%"ffiéu%u x%rﬁi!
LT o & ISR BB T AR A IR IR RIS BB e U B i
B uﬁ?ﬁ«_« DTS, if’:j‘f.éa TEEFRELT 83 AR, 126 BRI *’f&%’wm&
TERTYS, B8, 200 22 DB W TEERBRIESNT-0G, Wil 18 %5 AET
FORVT 4 AR T T T g._}:ii ;’:0 CHH - COBESRBIEN AL 2D, £2T
A, ZHUE T U DV ST HRE A S BT L TS e =M D DR IRE
AR RBROWERSI Y e BIBLT20 % CREIB I 7 IR B B, EEL T LO/MS &
NP B B NS SR A ST R UTE, EOE, ARERE BV OO SR B R Y
WU AR OV CHDIIEL O TRE TS,
[ FaR)BhEt: ENrE Sk, MRITE 45 B BERRIEOTRRL: Scheme | [ ZHEU THBSL
1 7~ GPCEER - ShodexdpCLNpak FEV-2000 #7525 (20 mmi.d. % 300 mm) 33 X FCLNpak EV-GA
—NH54(20 mmid. X 100 wm) 2EEH U - BB BBICGPCIV— 0 Ty T VAT b e, 77
ZrA bR =B BT AL H T AYYF s (Varian 85mL) I 7 F 7 7 AP — R
(Supeicn Carbotrap C,20/40mesh, 10m2/g) - Bkdh b —2% (Merck Avicel) (1 :4) 250mg, ¥
CHEKRRRE MY D 1ga KT AL BOEGPCaL I —F o — P38 C v Yz, LC/MS
Bl BHOLC-NPEIE Y 5 D0m W KT I, 3~ 7SI HTA, @dagter o~ b oS
IR EHLCMS-2010A, 75 B EBCAPCELL PAK C18 AQ(150mm X 2mmid,3mm) #3.5
UEH — R 55 4 (10mm X 2muid, Smn) 2 2L T O CHIV v, B8 7 b 10mMEE
BET s 20 A [(10:90)—(95:5) ] 28min +(95:5)7min -+ [(95:5)—>(10:90) Mmin+(10:901 4min,, P
{0.20mL/miry1 2min 4 (0.20—0.32mL /mir?0min -+ (0.32—0.20ml_/min}min -+ {0.20mL/min) 1 4min,
B T o4 O 40 C . AR Smh, MS A Y F — T xR
Positiveld. 5kV)-Negative(3.5kV) switching FSK1.2sec/cycle), 77 F AW —H A 150 /min, FFA
27" A 10 min, JFEE—TF SIM
[l 2R I B Table 112, % 7~ 16 4D 10 ST ol B YL VI BT A
HBEA R, SO, 85T, T PAGIA, T JTINT AT
LRI E DR RS RR A ChaTn, F, MIROMRA G5 CEHBOBERBRHENT
BrlEsEinote, BAENBEPLFRENCOLRIT+ 7 AMNEE B T HEE f&lig(l%ifai‘f" )
IR AR Y% (MRLs,®) [, VI 8.3% (PPl 2.5%) Thoolz, BT, (/% F 472
o R AR GRS T AT SO 17.7% (PR S.79%) Lo

- 177 -



P CLOERR LUK~ O BEDE R E Y 3 el 7o LG, B TR s RRE
LA A A i 45 BRI T, m skle THEHIEE B EH LTS,
Fi | T T AR EOERLPRINTER L, ThHDED A 5T R TERWE
B3 LR, FITCPCE VS, RS T CHRH1 5 BEI 4y (60~70mL) O 24 IR
S A b= AT LR BT SRR E ALY, 8B, 7T AR
ATBEA TR :%ﬁﬁﬁ%i:@% BFEHOB5 O LOESA LT, ARELY, HE D%
WY BoEd, BIER B RRGREUDE, T COBIET 75%8L 1D BA2 3N
RS BT, LO/MSIZ l:%z’;**bu i RS — IR R B AT IRUR
Hswitching ESIES EOSIME—RESRALY, BERIEORBaIRAZLIZED V974 T x
AR R S Tppbl AU (20pg CS/NAS 15 LA ORI BT, A, BlEOEL
BB — ik REN o, GPCIZ }:%ﬁtﬁ P iwﬁitﬁiﬁé_é}%iéj%%?‘iéﬁﬁa:é@
RS QramavBEa LT A Mo Lo THEUBR BN 275 7 Ak ,{ % /%’5’?&”” . 0l
S THLDBER I i}:"}'”/:’“}*?} f e
o P E v, | ﬁfw SR C R R E N O 27 fﬁiﬂifzﬁﬁr": 37 ﬂ@xﬂ&mﬂf@:
20.0%) % %Tm VO RPN AT SR LC, Bk, R E BIOMEI AT B
BT o T, BRI TSR KB MK AR s e —) i, REETE 5 EL AR
ﬁf‘&ﬁd&?‘f ST T o7, FRENOBRBII R AIRRBEOMRLSOHHEE RO | Y
1007 o}‘b‘”"l gl WRUT, BT O BT 80% UL LS DE R IR L Qe L,

Sy 19% L REHPL . SOEh ORISR T AL EH T &ﬁ}mnﬂf}ﬂff 0
7. BROKEE TR D~ OB H fﬂ?ﬁ’wgg}blaibrz%f} EiRAY e A e
TrmEAne 12940 SOITHERTIL 8% LT, 7235, YHROEEDB PRETHRE LW /;'i'
B BB LAY HE T, ﬁﬁéi’:%;;ﬁiﬁié‘v D TO%IREEI I T DT E o7z, RIS
W TS BRI S B EPREENRS KR OVWTL, BEERTOR NN
Rz XV —EOB P ETHLEE LN,

>’i
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LC/MS/MS I X DB mPREBEE—SDMEADRE

1 BUSE

e 15 # 5 Blc ST 3WEBRBEEDORE
kv, ¥ BES HOSHRIFATUAME
HBETENSDICH), RBFTHRERROBRER
UF GCAMS (GC/AMS/MS) RS LCAMS (LC/MS/AS) (2
FEERS—-ERROREFGONTEE, —
75, BEBEEI CM RT LIS LCAHS/MS)
CLB-FnimEORseRL, PR ITHE 6B
CEBRB/ITIBTENE, BETIE, ESSGPC
& GCABB/MS EBVLE—BSECLY 100 BF
EDOWTREZ>TEE, 5 16 FECIZR
FEEEBLHIDEHOBBRTFLBRE TBXR
FERIF4TU2 MBI ESERSBBORY
W THEC T BESAFTEEES, W6
15 FECBELE LCABM AL, 221 BEER
DT, XAV FOEREEERNOERBRC DUV
TRELE,

2 T3k
1. 608
BO5NAR EENRE, CALk, 32X
2.NBEE
21 BEEHBEL, RIRBREO—HETRL
3. BBRURYG
(1 LOAMS/US : API3000 (PS4 RIIA DT LI
LC {(Agilent1108)
@ MBS MY w
A X T~ K £SI {(Positive), S¥E
MRM, Dwell Time:10msec, Turbo Gas:7L/min,
NEB: 10Psi, CUR-: 15, CAD- B, lonSprayYoltags:
5kV, TEM:500°C, DP(Declustering Potential),
CE(Coilision Energy)idBRT & - BBI{L
B LCHRH
D54 imtakt Cadenza CD-C18 150 X 2mm {3um),
BEE : 28 ¥BEP T VLIXG S~ R
3Z : 200ul/min, DSLIBE : 25C, FAB: 8u
4 B ROAN
BEREZ BX 20 EZEBECSLUTHEBNTE
HEENED S0mg/L Xid 25me/L D7 R VER
T, 57— (A~0) a8 THBRLE,
5. KB R0BRN
A B/gE - NhyS—-T#iIueE, 7tb
ZhUNL 0mLTHRES 1 IESEBL. 100mL
CEELE, RNBRERRE SEDOREY
0.020 v g/el i B L SR 20mUITRINL.
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O FHEMEN (NRUHEHERAAD

BEAHL-FUYT Cu 2BZF3Mul tisep PRIC(T
W, BT b UL 10eRTNCI 8810 0, MY >
BESRE UmLENZ, PR UILBES
HL, BKEARF N UDLTRIKGEBEL, X9
J=I SmLCEBL TUCABSHSHOER SRS
LB, ENVICarb/LC-NHZ 13, Bik+ kU D4 10
LUNaCIA25) 0. MU VEUIRESE 10mLE .
Pt ULBEDEL., X8 FUDL
THIKEREL, FILIYV: PR ZRUNL (D
2ol BRL, ZolBEE”mL. MLbI?
ThIZRUL (1:3) 20 TBY, BB X9
J i C Sl BB L CLC/MSASEORREEE
L,

3 BRERUETR
1. BEBR

REBEERECLT, PehbyRdRLE B 7
W—T2NBEEXSD /- T tug/ol BRI,
WEXS /—ILTBRLT 0.1, 0.5. 1.0, 5.0,
10.0, 25.0, 50.0, 750, 100ng/m. IRBBEZHA
BLE BEZECEBRIELEDP.CEERBL. X
VY REERLEEZD ABDOBRRT K
CHDEETESNE, CNBEREOL - JBE
IR EDEOHELEZSNZE, CE POE
ERBYIZETLIGANEIMEY ~100ug/L
OFEHET, r@7 0.9990 M EOBRLREBIRST
asne,

-¥3, ethoxyquin, chlorfenapyr. chloronab,
dicofol, prothiofos, chinomethionat, tetraco-
nazols, procymidone, ethofenprox, folpet,
chiorobenziiate, amitraz, amitrole, captan,
PONB, diquat, paragust, bifenthrin, tecnazens,
nitrothal isopropyl, vinclozolin, methoxychior
B 2 BREBEBREERIDLATELGL
2o

2. BIONHSRE B8
BRPORBBREDI ) — 7 v THEII6RC,
BHECLDHET-BNTHY, CPCGEELBR
TRETFZV\VBHEIODEYD, Cs,
ENVICarb/LC-NH:, MultisepPREOEIERNT
REBREERTEE 1W9EREC DULWTHRMNOUE
BERBLE. .
BHNONSRERO—-BEER 1 LY,
1) ENVICarb/LC-NH2



bensulfuronmethy!, diclomedine @ 2 BEI3S
LBRENEO>E, CNS50BRER
ENVICarb/LC-NH2 NDRBFLFE<, HDLBLE
WaBguno s o ERL TWE, 508 EDEI
BREBONEREOHI. CAUAT 188, &5
NAET 190, ZTHT 195, EINET 14HTH
Y, BENELREEVBOZIHOSNLEHTDE,
TO%LL ETIgENFN, 158, 176, 183, 70 TIFHY,
BorINEOBS, EINEDRORSTRE
andg, (A VIBREERESLTVRE0ER
N,
2) CaSLIER

eTBRgs32&HcEEy, MM EDB
BISBONECREOHIE, CUAT 192, BD
NWVET 178, LXT 181, EINET IV TH
o, T08LETIZ, ENFEN 151114, 151, 25
TEHY), ENVICard/LC-N2 OB A A VLRED
Wa<, BIROLIVEETBSNE,
3) Muitisep PR

eTBIRg 3 TEREY, S0 EOB
BHBONIPBEQONE CAUAT 187, 85
NABTIT2, THXRT UL BERET 1B TH
ok, 0% LTI, ENEN 155 130, 36, 58
THY, COBEBERRROEGEHRT S
EHBLL, BLWAAEEZR2GED.
LCASAMS DO U — e TR RBBLEBNWEED
nNd.

dimethipinld, EINEDIBESLHNT, WE
NOBEBTE 211, 1/137.0, 0P=41, CE-11OR%
Td. BERSHIONEEIDLTTELRY
ok, FOBOEDTREBLELS >,

3. LC/MSAMS DRBA A AHEBBECN YT
2hR

LC/AMSAMS T, R h UV OB LVE Y
LB S2BINBOEFFI<C<ROEND, 81
{d phosalone BT BDEINAEZLEBBLE
BOOU—I Py ITEEDAAVEBETRE
CRB5N36ITHd,

% atd 25068

i

Al BONAREBRE NGB
" SNAR4ERE (Bx2802
S BSNABLREE 0! BLE
W BANARABRE AR

,7;’ /

N

1 phosalone B3 A HLEEDH

g

cypermethr inBE, TEONAEOBINEYN
ENVICarb/LC-NH2 T 227%, Co 2 BT 181%,

Mul tosep PRT 21196 & EREERBO EIC INE —
IBEFBLR N UV I MBREHENEESD,
LCAS/MSA T BN TBEBE & > TIRERR
NETEBY IVENBHLEEILENE,

&1 BEOELSOBRE (%) BB

EE I 3

ENGIL ey LONAZ 55 %)
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475 43 v . E IR
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8e: ©¢ 8.3 2

@1 82 €3 v 82 v

523 T6: L2 it . E: &
£7% 823 2% PR 5. : ¢
eiobenzanid 2B7 13 532 8. 5

AEBAZRITIE w3 tZ ey WIZE 8 3 &
L3RI -X ] 18 pLe 4B By 48
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12 £t 2 475 b

e 28 AT

[ 2 -3 1.7 i V4

FxE 32 =3 427 S

773 &7 .8 #3522
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mredicne g1F 22 58 ¥ 3
%2Ry g 2 2% Jin 23
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BREDPORBRE—FIHF~D GC/MS(SCAN Z)D
BRLEVBRTDER (4) —EITLIBRH(ED2) -

FERRRREHPHRT
% BRI

¢:]:5)

ERIBES RICERNEROBRURBERLE TR
CFs YR EHPBASTHhE. TOREOD
BESIL CCUS(SCAN) 2RV~ FR LR L,
BEY LTEL SE, H00EVERICONTE
BESHTRAFETSHEORGVaREICEDRERE
ETH5DHBHLI-OTRET 5.

(75&1
i 43" GCMS P ATTRE
&%‘i E:Jh.é 286 &%iﬁ&& Lz RElELT,
BEHOBRERSED 110 SSEEEBRMICHET

EHEEEHELTRESRR L .
REHRBEY KR KE FLY,
oAy FhivL &, B3hAa®307T#BEL

BRBAOCHEUX Fig. 1 12lE>

éml'zag |
[ Per=tunss |
[
[ 1 I
L
I ?5!]% I
[ GPIC' | * TR KEDH
[ ENVICaoi, |
{2mL 109 )
1mb imb
|
[ shosm |
[ Feromsm il | [ 7etma 1l |
|
[ Bemk@mm | [ STommas )

Fig.t RERTEOENSE

GCHS PIRSEW  Table ! IZGCAUS OMRENRE
Rl S@TOEDTHELREET ITICEEREOR
FFROS o~ TLhSL ®REAFTVE
~DZEW) F154L, Blank B (8 38 — SO
28 (RBERM - Blark®H 3@ — 51D — ST
FmEEE 38 — ST OBTHARL:. BBA44
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O B#%, akk

i, THMEF

HPEH, SNAE, BIBIE

YAC.

BBREDLICTHEBRBO I ERELE B
HERIZ ST0 ZEHORBESN S, Blank BET
kit Blank FEBLEIE, SO ITHT HEHET

BLT. ChESHE@EELE.
Table 1. GCAS BiERY

GCAMS systemn  RBRBERE GCMSOP2010
Camergas By He. 1.69mb/min {47 2cmisec)
Pre-coluran am XKL )hFa~TF (2m}
Colurmmn RESTEK 3t Ro®-5MS
{0.25mm i.d x30m, 0.25um)
Colurnn Temp. 50°C {imin} —> 25°C/min
-3 125°C (Omin)
«3 10°C/min -+ 320°C (5min}
injection Temp. 280°C
IfF. Temp. 280°C
lonSource Temp.  200°C
Injection mode splitess, 2min {1gd )
MS method SCAN

El - mfz70 - 460 (4.4 - 24min}

[BREER]
BEESHE  Acetochior, Aldrin % 130 B3
LM TCRAFICER RBTET-. £1- Acetaniprid,
Acrinathrin % 68 BER SV TRERZRRTH
= — BT TS 1505LLEOBEETT S
DLHY, FOSIBETIE oH@EEB &N
TELEER LTz Allethrin, Cypermethrin %56
BEI-BHBTREEEENEMCTH .
#. Acephate, Bifenox % 19 BEM A TRIERE
HFRERTH 1.
SEUEROBEE EhiLaEREDEISL DY
BADL L, BRESHETH 1. KK KE.
YAZBIUSvAVLHENREBERICLIUE
Ko, FRELRNTH = FLUELY
FESNAFSIEMPRIZLIDBREL, TOk
0, AREOBLNLEVEESNC DD B 1=
BLEDT Ed s, 0/MS SCAH-EIL RO TF T
Y2 FEETREOBEREO-XOMEE LTHA
TCHDIEERSD.
D 4t BRRRGEEEE 87 & 8 HERRS
TR



GCMS(SCANMY I L A AEM hREBE - FoiEoky

Ok n, WEBRE, W B, EET, YT, BHE
(i :m\f/’?’wiﬁiﬁ’f%ﬂ-f—@f Car}

[Ui

Pk 1 S PEENDBEHBEBOR T F 4T J A ig;}g’;w;,}x‘_ﬁ;@ P 58 'Hg’f
GIIGCMS (SCANHE & VR~ B E R L T L 1ATH LY, GE, REPEEY
NANBEL BT ATEN Y IS RET S, EH-OBRRERRBRET L
HT, TOEHEReHEETSH,

{8 ]
1 ;’\f%%”}?{? @?i&wf}t

GOMSIZ L A—FAalibo@HEAARI E2ohHh1aBEsEG L L, K2 LT
EER (EMC I v ERSERSBAE. BLELVER CTBATIBELZD L

5., HEHizEmL L,
2 dHiEy
Fo 2V, hwh, &R, ”fﬂy‘?’ﬁﬁﬁﬁ37¥?%%%‘ﬂ?¢\
Y, RXE, FwiR¥, LA OBESBERELL L,
3 BE bk
BEPBEORE Fik v Rglis. BESH £ Table 1IZR L,
Lt MOREIZ > CEEOE—/ SRESAELOIEOLTH, £—2 JEi
BTk,

Sample 20g Table | GOMSHEHE
e (StafEm3 GC/MS system Wi AEAE GCMS-QP2010

eretabte {50mL 25mL} Carrier gas ## He 1 69mL/min (47 2em/fsec)
b ol SR i G 4 Pre-column oo e X R Ay e W (2m)
18 £ 4y 8% {3000rpm, Smin) Column RESTEKH® Rix”-5MS

BiE100mLEE, 25Sml Bt {0.25mm i.d. % 30m, 0.25 4 m}
v — Y L ESIB T (pH7.0) 25l Coulmn Temp. 50°C {1min)

4+ ~NaCt 12 5g ~»25C /imin—* 125°C {Omin}
' 5 -5 10°C /min->300°C {10min)
4 Injection Temp. 280°C

T habY AR I'F Temp. 280%C
! Ton Source Temp. 200°C

3,%‘;’,*{ (B BT RED4) Injection mode splitiess 2min {1 5 L)
M3 method SCAN
?%zaﬁj AN S AR S T TG IRIE 47 El:miz 70-460{4.4-26min}

Y GUMS-~O AN, BEMRE B X —S5tdiE u i
50% 50 ¥ )~ BIR R U B - Std (BT 2 100%H8 25 )
Vo b D 4 > Sed (E 4. 45 200%4H 3 ) D BRITAT ;1...

E\’Vi-C arh/NH2
L ORATY TR #(1:3) 20m LT Y
}’i‘z |57 1mL,.’1§:7’

Fig.1 #RHEHS#ZEEN

[#BRRCER] |
SHEBIZSNT BB (0% L 120% U FIR B BEL, MRo0&B o0
{Table 2}, Bifenoxit ¥ & 4% # A THL &% ¥, Butachlor, Pretilachlor. menYkhhxéi' o
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TR BSO%EL T T o ,.@3%% BB MR ALEWETH o 7, Dichlorvos,
EPTC, Folpet, Pynmudifen{ii{i & A X £ THEYH THRIKBHETIO%LLF 75 7, Chinomethionat
HEeEfP CIELAYEI AR RS 2‘:4,. Cypermethnn—lzi EE ) cfg]l&.g;ﬁwg%g: ot
Pyrethrin-2i2 7 X N F H A CHEP FMR% L ot —F ., I 2 ¥ TCTRERBIO% TH 12,
Captafol. Captan.‘ Chlofentezine | Deitamethrm Dxcbioﬂuamd Inabenfide, Methamidophos, Propamocarb
B, ERR Lo TERBLARLZY BHABBELBLAELOBLEY A VB S0
LDETH f* hal¥ 7 hé}s“f-”z%a. M- TORRBER =3 DR T LCV30%E BER
BERhdiun 4:‘ Lol EEHboT,

RE, ~BOBRILOWTH, RSO REYRITALS, BB Lo TEEA TV
@%%Lﬁamxm&J;u%ﬁﬁwlﬁﬂ%xa,ﬁ@m4f”?ﬁﬁaf%%vé&
Y. v+ 8B TH08BR 58 0L,

Table 2 % B O BB D RE

Acpphste B C"'nﬁf@fopwbutv} A A |Methoprene A" | Pyrimidifer <
Acetamiprid A | Crhalothrin-} 23 A [Matolschor A | Pyriminehac-methy{E) A
Aerinathrin A | Cvhalothrin-2 A’ | Fenproputhrin A |dyeioburanii A | Pyriminchac-mothviiZ; A
Alachior A | Cypermethrin-t I Fe'.,sz‘i' & A |op’-DDT A" | Pyriprozyvien A
Aldrin A | Cypermethrin-? A’ | Banid A |pp-DDD A’ | Quinslphos B
Ce“ﬁxxesgw A | Cypormethrin-3 A’ | Bonvalerste- 1 A |p.p-DDE A" | Tebuconszole A
y € | Cypermethria-4 AT | Fonvalerate-? A |pp-DRT A | Tebulonpyrad A’
Bifenthrin A | Cyproesnazste A | Fleeythrinste- 1 A | Pacrobutrazal A | Tefluthrin A
Bitertenai-i A’ | Deltametivig L | Flueythwingfe-2 A |Parethion A | Terbacd A
Bitertanol-£ A | Ddazinon A | Fludiovonid A |Parsthion-metnyd A | Terbufos A
Betzahior ¢ | Dichiofluanid | Flusiiazole A | Ponsonszole A | Tetraconuzale A
Butamifos A | Bhchiarvos £ | Flutolani A | Pendimethalin A | Thenvlichior C
- Caduzafos A A" | Pluvalnste-} A |Permethrin-i A | ThiBeramide B
Cefenstiche A | Dicldrin B | Flavalinate-2 A" | Permethrin-2 A | Thickencah A
Captafol | Diethofencarh A | Folpet C | Phzathoste A |Thiometon A
Captan < D:Az,aowuazute ! A | FPosthiszat A | Phosslon A’ | Tolelofosmetiyl A’
Chincmethionat It | Difencsonazele-2 A | Fasthiszate-2 A |Pirdmiphos-msthyl A | Trisdimenob-1 A
Chlofentesine | Diffenican A | Halfeuprox A | Pretit C | Triadimeaoci-2 A
Chlorfonapye A | Dimethanamid A" | Hezsesnazole A’ |Frepamocarb C | Tricycizzole A’
Chlorfanvinphosie ) A | Dimethoste A | Imibensonazole A |Propiconzzele-l A7 | Triflurstin Y
Chlorfenvinpghos{ 83 A | Dimethyivinpho A" | InabenBie C | Proploonazole-2 A" | Lintconazole-P A
T Horobanzilste A | Edifenphes A | Isofenphos A | Prothinphos A’ | «~BHC A
Chlorpropham A | Endrin B llzoprocarh A" | Pyraclofos A | 8-BHC A
CHarpwi’as B |EPN A | Brewozim-methel A’ |Pvrethrin-t A | v¥-BHC LY
Cvanazine A" |EFTC | Lenagi A | Pyrethrin-2 | A-BHC A
A | Bsprocarh A | Malathion A |[Pyributicarb A
A |Ethoproaphos A | Mefenscet A | Pyridaben A
A | Eioxazole A’ | Meproni A | Pyrifenox-E A
Etriméns A" | Methamidophos C A
A’ B Ta0%%LL T HES T S0%EL L 150%EE T
D
da} ,;»] it ﬁ; - Bx&emm(ti 1%L,

{2 £5]
GUMS(SCAN#: ) W L O BEDH P RPEBRED -t RE L, TOHR. $<®
BRERCOVIBHBLABELYB LI IR TE, FRARFETHHEEZLAE, LML, #

o ko TEIBLER AL AR
Atk E 5k ;%%%&Jkﬁﬁ%*-MQT@ﬁQMi&%k%m,ﬁ% T

iz ToEBE LRy,

RADRY, REREETHRE

1) (I AARESEEEL R EYHERE THE



P29[R]am-252
FRSTaEFER 7/ —/L A O 3T3-L1 BEEEHHRICRIZTHE

OFHERK 1, INET 2, MEEET 2 SRHEN 1, FRER]L FHR—1, PEHZ210 EEX,
2 B EHEAHT)

€EED)

BEEOUKLDEB AR 2 ¥ OAEBROEICH, BIE, BISME, BRFCAEIND
EEDEBORBESEML TN S, LT, ChODEBORECIL, EIHMIICBRIOIENNE
FELERETHAEEN, KE<EELTWS, FE, #1414 x> (TCDD) & FERROEEMED
FREN. Fo. ADWH EEANEESNTVAER T = /—1L ABPA)TIX, M~ %
RET AR, AR Y L OFEF ORI OEMERET A EARRE STV 5, LW E
OIS I RIE T HEBIT >V TBELAEE > TWAB 2 &2 b, BPA (LS ELI L TR0, 8
BEL LTESERSN TS, FhITEEE R 7/ —I A (TBBPA) %A\ . EhisIaDIsH
EHICRIETEELRILE,

[ 5]

- AMBHEEARE (3T3-L1 MME) %. SAMETMIEHCIEE L. IEIMIRRIC b S 7, T oMk
L-HifaZz . A > AV % TBBPA %#&iekit C153% U BE RIEHEDFEE L 725 GPDH &L,
MBI B S N S B ORIE %47 > 72, GPDH 7EMoRIEX. GPDH EHRIEX » b & A
Wim, RMERSBREIE. TERSMIRAICER S hEE. ALy B O R TRER, HELE
£+ (540nm) THIE L 7=,

R R OER]

RERAFRRRIZ. A AU & TBBPA #5375 &, A VAU VEMTHRMLEZEIY S, BIED
GPDH EMZ R Lz, 2, £ AU VIEGFEETIC TBBPA 2535 &, BB/ I Z
L ASTEMEE TRERTE . GPDHENS R L, Z0= &6, TBBPA MHMIEHOERE & RHET
BT ENTHERINT,
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Page 1of 1
Program Number: 638 Day/ Time: Sunday, Dec. 18, 4.00 PM -6.00 PM

Basic research on developmentof scallop tissue reference material for diarrhetic
shelifish poisoning { DSP ) in quality assurance

MKawasaki ' Y.Ohshima ' Y Itoh%: S.Yamamoto Z: K Machii 2

1. Hafano Research Institufe Food and Drug Safety Center, Hadano Kanagawa, Japan, 2 Nalional
Institute of Health Sciences, Tokyo, Japan

Diarrhetic shellfish poisoning {DSP) serves gasirointestinal illness caused by consumption of shellfish
contaminated with toxigenic dinoflagellates. The main loxins responsible for DSP are okadaic acid
(CA) and its derivatives. In this work reference material for mouse bioassay is provided by OA standard
and DSP negative homogenized slumy independently. 1t is occasionally observed that increase of free
fatty acids (FFA}in the hepatopanereas {HP)of scallops duning storage interferes with the mouse
bioassay for DSP. Determination of OA and FFA were performed by liquid chromatography with
flucrometric detector of anthryl diazomethane (ADAM) dmvaﬁves.# FFA composition and toxicity were

surveyed in homogenized scallop tissue keep in the freezer at -70  C for four months. Most of the
samples were non toxic at mouse bicassay and low concentration of FFA, but few samples exist in both
toxic and high concentration of FFA. These resulis suggest that the determination FFA i tissue by
HPLC coupled with the mouse bioassay for DSP is important for reference material. it is under
investigation of OA about adequate quantity, spiked method and stability. :

Citation: M Kawasaki, Y Ohshima, Y ltoh, 5Yamamoto, K Machi. Basic research on development of
scallop tissue reference matenial for diamhetic shelifish poisoning ( DSP }in quality assurance. Program
No. 638. 2005 Absiract Viewer. Honolulu, Hawaii Intemational Chemical Congressof Pacific Basin
Socielies
Application Design and Programming Copyright ScholarOne, Inc. All Rights Reserved. Patent
Pending.
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BEEDRST 4 7V A MUZEIBRED
FBEERICETAME (FE1H
OfkEx!, HE ' £ETE. Bho# | L.

R, mR R AUIST. Bx EL Bt A
EEFET ARG FEERS FEEERC EaARE"

12 ORES fEE—°

( VRBRIAILARBAERIRRT. P BBRRERETR AR 750N, | B R 7ERT.
R TERISIREERTER, *RRIRMREREIIE 7 —, SR ARASERR,
TR ESTRTAERIGRT, (SRR v —, PN TR ERIEET )

A. B

BIREDRIST 4 7Y A Ml (K 18 45 A 29 ARET)
DFEFTFIZER N, 5 < OREEB IOV THRE2REMEER
&N, FOREEROSHRMHFERVEERFEL 2> T
%, BTE. BRI CIIEAS RS O ERIGHTER
— BRI U HEBREOM B OREIREEES

(SOP) ZMERRL. TOFEREOEE, BERUEERM
IXEAREHEADEIIC LY  BREZITo TV HONRERT
HBD, T LUTHEHEERERIZ L REOSHEEARERL
TWVWBH, £OFEE LT, BEOBRAEEOBRETN
L. FOEMEIZ L VHET 508 BATCTH D, €D
¥, EURIZ 7 VAR bNBE EEISASIT5 L5
IZEIE &, SOP OFHEMIERE TRV MEEDH B, €T T,
WA &% QBB HF T AR O SIG F1 % 45T 1€
skHs b BEEMAER XN OO B/ E R ERER T AV,
FARETHERD S0P DFHi & (SRR DT HOERET
DOWTHERITO Z e RBME LT

B. Ak
1. EfER#E

E2EFTol, TR LIZERITE9 B 14 BrD
01 B, SV F2RTERITENA2 B25 12 A
13 HOEM LT,
2. TN

RS OBBEMRERE L TW S EBEREHEB IO
197 T, 20 bitiFT 2BEN 3 BHETH-1L T
VR1ITRBBROI LIS 10BEE. 5V F2T
323 R A IINBREEY A b L, 09253
HANTATBEOBRELTIM LI,
T FEETERAMNT WETKEIVLERI b, b
POa—R LB —AIHRGE, Ly FE—e
T HA T, EERAOBEERI 7 a—R MRER

(12-16kg) #3REbE LTAVVE, BRI IFnychiEss
BRREEAE A L, # ISR RNEEOBER
BEREIC2 B & O ICEREAT ¥ N OARATRL. R
MUtz Z ORI & BIRERAOX IR
%, BN TR EEME T LT,

AT U7 BRI E M O\ IR B E AT SR
MHEAEAIZ S EORBHEV, THEh 2 BERER L TH
Ex{Tol, 1o, TIMBROTEITOVWTIIER X
LTy BERICEARSREIZRIE L, TINBEN
FENLIRWNZ L RS LI,

4. BERE

FHEEDEERREEEEESIZNE > T 5 BRI TOENE
R,

5. WEROEE LFHERE

FHBIH LEE SN BRI OWT, &4 DIREIRB
BIIEBEKE SY CREEOEMRE ST 12, B4
HE AT A ERER Oy b, Xbar- REERX],
2~ A 37 &R, HEIANEE) & BB EENC OV VT EERY
FHEEIT-> 7

C. #RRUER
1. BETEAREOYEMR IUEEE

FEE L7 SN IR ETINED 92 %112 YDEEEHE
b, BERRRFEOZSMARER ST, SEDHEHE
125 RE LB N BEEO—TEBENBOITORBSR
Im X VRER LT, 3EE-20°CT1 » ARHRFELIZEEIC
LEEMICRE REEMN2C, D L LRI (2-
338 AOTIIEROREIFR NI, WERTIR
SRR 7 0 ~_—X MREMOER L EEAIFX
P—EDEANT LY BERRROFEEFRLTH I EAT
&7,
2. JBHEEEERROER
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TN L0 5 BRIEEDOFHHEZOWT, EEED
HEOBE (BEKESY) 2{To72%, EBHEN-{ET
Dol BEENIMEIN /- BEOBREETXTELLR
H U, BREE B O2E0OFPHEI R ERRE N
fod, REERL LIV LN TS Xbar-REERIZ X
35k & BB BT AREREE ORI HEILA D
2z ARATIZLBAFETGHR L& 25, BEEIZA-
Ty VeV RIS BT, FFIZ, Xbar B C70-120%
IZAD TV V2l RSN R 1 DY B = —AD Y oL
EYRR, 02 R VEBRNTEL B BN, RE
BRI z- A3 T2V, 1 ERBESEESIcA-T
VWRNWZ EHEBH b, SRR 4 B8RO 14 BEIZD
WCEREAEN LM, Xbar-REFEX, z-Xa7izk
BFHHETTRT [HHEBEN T3] LEHESh 51488
23 2888 o7,

3. EfRmr

BEORVEEULIBERZHMAT-OIC, 77— Mk
KU SOP DoDERIREEZBRAL., T—F DRIAHLRSy
BIZ L AEENT— 01 (EVaTAT—F<vf=
7 BREALT— F JEEAR) oF ey AV-CREDERR
T 2B, T = R ADOHEEECR SRR -
RERERE2 L G C~DARDRERESHNES U THEIC
BEBERITLON, %Y, A0 SOP OFV L FF
EOBENEEEELTRY, T _XTGEETH - -#E8IC
BT 5 HSRIAROBEREICER T 2HERELE
R B THNHOEBZ X AHHECER LTS SIP 28
EITAHI L THETEDH HIRELFETEI LD
LBbhi-,

D. £&8

1. 9HUHRAERSANC L 2RISR %, &5
FEBS0D SOP I L AREETHEEL /-, BEETEARENY
O~UTBROBEFTIMLI-RSH 4BEY AV, 5EOH
EEE RO,

2. METEREEER L. TINESEREOTLHE, 1B
HER LUREHIZ OV TSR\ BE 2= e 2 30
HRSITIRMt L,

3. 2R ESN - BREOBEL T TEL<RHL
=, 5ERIEBEOIBHE SV T, BEEOHEDREY
1Tt EHEINTAEI 2h o1, FREAR D20
EE BHERNE LN N, Xbar-REERIZ LS
Fik & RETREE ORI HIBIC AR 22- A2 TIZ L B
FETHELL L 25, #RERB T, bar REENE
L Uz~R 27 CEERIZA > TV V2V RIS b,
4. BEOT—Z M5 (CPaTNF—FwA=0D) I
LAEERBTORR, 7 b=} YT X 3HHEEL, 3
HevRrE b, REFRENESEHAID SOP OE\
BB L QB EEZ BRI,

5. NESEEIER CIIB L2\ EHE5D SoP DIFY <
BIEEDERDMRE ST RAE L= L Z LY
B/ohi-, :

E. Biik
ARG R TEEREA S BRI E RS (RROE
L - REFERGERREY) 2L 017075

F1 REROER
SATO/ > 0.1 0.1000.001 | 0.087+0.026 5 8 9
FRRUa—2 | 2OLEURR 0.4 0.413+0.006 | 0.360+0.070 7 8 9
Sr=koF4y | 025 | 0.213+0.006 | 02560065 5 8 9
HATS) > 0.1 0.099+0.004 | 0.0900.023 6 9 9
Ly FE—2Y | SA pT—F 0.4 0.445+0.019 | 0.441+0.118 5 9 9
SRLA RS 0.8 0.812+0.035 | 0.74820.267 1 9 9
S bI—F 0.4 0.387+0.023 | 0.4230.069 8 8 9
Hasa—z | sonenhz 0.4 0.391+0.018 | 0.355+0.070 9 9 8
EPN 0.1 0.097+0.008 | 0.087+0.014 8 8 9
SALARY | 0.5 0.5210.045 | 0.449+0.087 9 9 8
HaNEYRR 0.2 0.2050.011 | 0.170+0.032 8 9 8
St R 0.1 | 0.112+0.005 | 0, 0850029 8 8 8
FOFAkRR 0.1 0.109+0.006 | 0.0760.015 5 9 9
JxiiLL—+ | 0.05 0.045+0.009 | 0.048+0.027 5 8 8
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QUECHhERS =% 80 U B EEMITE DR

OZ B. eEms. t)iBF. AR E fEEL.
NB 3A. EFREX. BPziE
KBRAFILANIRBTETR PR

[(ZLoIC)

BREEEO—BHNEEN,. BBERONHTIE. RITsTURANEHEAESN
oo THICHE> TEHOEBICODWTILERICHNT 2T EDRHESNTWVD, RS
NEERESHTCOERICRIGT 2oHCE. BETRARB—FI/EDEHTH
%, HEA L. QUEChERS %%&5EAULRSMTEORNZT> TEL (1-3), K&
O, RUTOELY (PP) BBROLEBP TP MUILIBERSTE - Btk
ZTV, BODBIC I > TREICHEREBDICETH D, ThICK>T, SHICE
T RS KICHHZORBICKIHLTWD, FEDORHARKTIE. GC/MS RU
GC-FPD ZRW=MTEERSE L, SB. LC/MS/MS ZRWeOImEZERT L
TcDTHRST B,

[(HEF)

BRI, FONM=, BIE{LS. MIEZE, Riedel de Haen KU Dr. Ehrenstrofer
G.mb.H. EDEA LR, BERL. Pt kY ELEXS /—ILICHERL. 1,000 ppm
BREERL. BHE. BOLTAW L, PERZRUIL, RLIV X9 /=)L 7
YRGS F AU D AR, BEBREEATHA (OXRR) AW, BAGREBYS
RYDAR, BHR (OIXHER) 2AWE, BEAHS AKX, Spelclean
ENVI-Carbli/PSA (500/500 mg; SPELCO) KU Spelclean ENVI-18 (500 mg;
SPELCO) ZRB\u\=, HEEELEE LT BLUE MAX 50 mL /RUJ'OEL YO =
HILF 21— (Becton Dickinson) ZRW\, IREIF A F—(X. Polytoron PT10
(KINEMATICA) ZRBuW\z, B0 EEE(E. Himac SCR 20B (BIZ&fERT) ZAuW
1o

(&£8) 9 VT LREENMBNSEREIOY LT ST (LC/MS/MS)
LC: 1100 Series (Agilent)
15 : ASCENTIS C18, 2.1 x 100 mm, 3 um (SPELCO)
BEME : (A) 0.1% FEEKBR (B)0.1% ¥EEIB XY/ —ILBK
J2IT VK (B) 20—95% (12 min; linear) —»95% (8 min, Hold)
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FR 1 200 pbL/min HhSLRE :40°C FEAE: 50 uL

MS/MS: API 3000 (Applied Biosystems)
AVI—DIAR/E—KRESI/IRIT1+~T

Fr S U—BRE/RE : 4000 V/450°C

BEREOBBIE. SIEEBRE 0.1%FBEHE 50%X% /—JLIBET0.1~0.5
ppm IC1B ESICERLEEDEAY 72—V 3V TEAL. Analyst™1.3.2 TR
B LTz, P RUTEEZIX. Multiple Reaction Monitoring TfT o 7,

(53]

(B35 - RE) 7-RJO0tvH—T¥H—LUER 10 g & PP 8#F 1 —7ICHE
L. ZERZRUNL 20mLZHNZ T, REIFAY—-T 1 2ERE#EBELEZ. Ch
CPHTEBLTHWEELFNUDA 1 g RUEKTEBY IRV DA 4 g ZHXT
B5(C 1 pERE SER U, RISR D58 (3,000 rpm, 10 93fE) 21TV KZ
16~18 mMLOFPErZRUIIIBESE, COPLRZRUIBBOMLEPELZ
MU/ RILIY (3/1)BE 30 mL TOVF 4 Y3=Z 4 U ENVI-Carb II/PSA
(500/500 mg; 5274 b h—IRVTSvH/PSABRHS L) ICEGL. Pk
“RUL/RILIY (3:1)BR 30 mL TBAELE, EHULEEBOBBRKRUBER
Z100mL > REDSRDICHEHEL. BEEHELUL (40°CLLT), 2RIM T TZE
®B AY/—IILTBREL. 20 mL ICEB L. <% MilliQ KT 4 SICHFRLT
ABREUE (RF—A1), -

(8] 7— K70t vy —FES L TH—LLAEER 509 % PP8F 21 —T(C
SZEY L. MIlliQ 7K 5.0 mL M Z TEET 30 HEKB LK, ThicPERIRUIL
20 ML ENZ T REYF A5 —T 1 SEMSIRIBE L. RICEILF RUDA 1 g R
CIEATRET T 29N 4 g ENATESIC 1 SRHRE SBR UL, BLTELS
g (3,000 rpm, 10 Hf) £FL\. H&KZ 12~16 mLOF £ ~= ~UJLIEES,

SEAER . C18 H5 AEFEEBRCENLE, THAhE., PERIRUIL 10
mL TIYF 4 a3=v5 Uk ENVI-18 (500 mg) RUPERZRUIL/RILTY
(3/1) B3R 30 mL TIYF+1 Y3 =% Ui ENVI-Carb II/PSA (500/500 mg)
EEBLTERLE. CONSALPERINUILIB 10 mL £8HL. BUBHILCT
ERZRUJL 10 mL TBBLE. RICEEICEHELTLE ENVI-18 ZRRE,
ENVI-Carb II/PSA £F7tk=kUJL/FLIY (3/1) B 30 mL TBEL L.
SHLFBROBBRREEERE 100 mL #2875 2 IICHEL. FEBHBLE
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(40°CLT). ERRM FTEEE. 1.25mLOXY /—IILTBAEL. MilliQ KT5.0
mL ICEBULTEERE U (RF¥—LAL2),

[RI0EUREER]

PP 8F 1 —JICIHRULERICTROMINRER (107 &) # 0.020 &
0.10 ppm [CR22 KSICHMNL. 30 HEKE L. HzEmB L,

Acephate
Aldicarb
Bendiocarb
Bitertanol
Cafenstrole
Chlorpropham
Cyanazin
Daimuron
Diflubenzuron
Dimethoate
Ethiofencarb
Fenbuconazole
Fenpropimorph
Hexaconazole
Inabenfide
Isoprocarb
Mefenacet
Methamidophos
Monocrotophos
Pacrobutrazole
Phenmedipham
Prochloraz
Propoxur
Quinoclamine
Tebufenozide
Thiacropride
Tri-allate

Acetamipride
Allethrin
Benfuresate
Bromobutide
Carbary
Clethodim
Cycloxydim
Dichlorvos
Diflufenican
Dimethomorph
Ethofumesate
Fenobucarb
Flufenoxuron
Hexaflumuron
Indanofan
Isoprothiolane
Mepanipyrim
Methomyl
Napropamide
Penconazole
Phoxim
Procymidone
Propyzamide
Quizalofop-ethyl
Teflubenzuron
Thiobencarb
Trichlamide

Acetochlor
Atrazine
Bensulide
Bupirimate
Carbofuran
Clomeprop
Cyflufenamide
Diethofencarb
Dimepiperate
Diphenamide
Etobenzanid

Alachlor
Azoxystrobin
Benzyladenine
Buprofezin
Carfentrazon-ethyl
Cumyluron
Cyhalofop-buty!
Difenoconazole
Dimethametryn
Esprocarb
Fenalimol

Fenoxaprop-ethy! Fenoxycarb

Flusilazole
Imazalil
lprodione
Isoxathion
Metalaxyl
Metolcarb
Omethoate
Pencycuron
Pirimicarb
Propamocarb
Pyriproxyfen
Tebfenpyrad
Thenylchlor
Triadimefon
Triflumizole
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Furathiocarb
Imibenconazole
Iprovalicarb
Lufenuron
Methabenzthiazuron
Molinate
Oxamyl
Pentoxazone
Pretilachlor
Propiconazole
Pyroquilon
Tebuconazole
Thiabendazole
Triadimenol



=)
TS0 0ERERNUEREREBWVWTEE L, IRDE. PHIRREEDOXY
J—IBRET S VIR (XY /—ILBER) L% 1:1 TROLEZR.MIIQ KT 4
BRERL TRERDERICAV,

(BRRUEER]
PBEFLRBRR (BShAR, FvRY, YvHIE ALVY UVT) RURER
(XKRUKRT) ZRVWTRINLQINEARZT > TLBROBEZR 1 RU 2 [CRUTE,

(BHE - BR)
AN RE U= 107 BEOREDS 5. 0.020 ppm ORIEPEEER T 82-94 Bl
DEETREDPH S DFHRINEM, 70~120% (RSD <20%) Li>7, T\
0.10 ppm OFRMNEPEAER T 89-100 BEOERTEENDH S DFIHRUNZAS,
70~120% (RSD <20%) &>/,

(&)
SHERRE UL 107 BEOBRENDS 5. 0.020 ppm DRGSR T XK T3 89
B8, KE T3 68 BROEETHHRIUNEM, 70~120% (RSD <20%) &> 7,
FEf=. 0.10 ppm OFINERFAR T XK TIX 93 BfE. KE T 99 BEOEEXT
FHRUNEFEA, 70~120% (RSD <20%) &7fx->71e,

[i&5R]

QUEChERS F&FBULDIMEEBLWTRRNVLBEK - RRLSTICKRBICHT S
SRR EER U, ZORR. 68-100 BEOERICK LT 0.020-0.10 ppm
DEH CRIFLBOIRER B, AECDWT., B—LUEERIS LC/MS/MS 71
(CHITIHEBRBROBRICETIEH[IE. 10RAKBECDODE, BKZ2-3HBTH-
o BIERE L7, GC/MS KU GC-FPD ZBULVEAHREBHEDERI T EICK
> T, LEELERICHUTERATES. BEHNDBERLB—BFMTEZBETEDDS
D EHFEND,

(X#rF)

(1) &85, F27 DREEBNMMTARSERESE 115 (2004)
(2) &S, F28ARREBIMMMARBRRESR 90 (2005)
(3)  Okihashi, M, et al., J. Pestic. Sci, 30, 368 (2005)
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£, BERE5AEYCHIZRNEDRNARBROBE (n=5)

* IFWMAOKIEIX. RSD Hf 20% ZithZ 5 EXRH

(27 E RIGRE (ppm) < 70%* 70-120%* < 120%*
ESNAS 0.020 3(2) 91 (1) 3(7)
0.10 3 (4) 89 (5) 3(3)
ﬁév&\y 0.020 1(5) 89 (9) 4 (0)
0.10 3(1) 100 (0) 3 (0)
JeHAE 0.020 12 (9) 82 (2) 3(7)
0.10 4 (5) 95 (1) 1(1)
ALV 0.020 6 (5) 89 (6) 1 (0)
0.10 1(4) 99 (2) 1 (0)
Y3 0.020 4 (5) 94 (3) 1 (0)
0.10 3(2) 99 (1) 2 (0)
£2. BE2MMPCHSIHIRNDNERBEROBE (n = 5)
* FMAOKIBEIZ, RSD ht 20% %X 32
=27k AIRE (ppm) < 70%* 70-120%* < 120%*
KK 0.020 6 (5) 89 (2) 3(2)
0.10 2 (5) 93 (1) 3 (3)
K= 0.020 27 (8) 68A(5) 1 (0)
0.10 2 (6) 99 (0) 0 (0)
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PRRF—L1. (BE - RRER)

H#10g

P rZkUJL 20 mL
IREIFAZ 1 min
BILF RUDL g/ BARBY IRV DA 4 g

kES 1 min

05 B (3,000 rpm, 10 min)

ZkZhUJLEB (16-18 mL)

8.0 mL (LC/MS/MS FB) | 8.0 mL (GC/MS, GC-FPD )
ENVI-Carb II/PSA ENVI-Carb II/PSA %12z 0ft 0B
PERZRUWL/RILIY (3:1; 30 mL) PER=ZRUNN/RILIY (3:1; 30 mL) |

| R ER/E LB/
X%/ —) 2.0 mL TES AFYY/PEEY (9:1)4.0 e
MilliQ X T 4 B&ER GCjMS. GC-FPD M (1-3)
Lé{MSZMS DT
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