DIE B CEERICA S TRV LI 723,

BARE CIIRTEE LB L THvR ) REFRFERDS
Bonl-, TRTOFMET [BIF) S 4858H -7,
A BT C 2 ESIT. 2k BT B8R TH
ST, GCMS & LCMS/MS (2 X ARIEEDLE T,
LC/MS/MS DRIEAEDS GCMS DRIEE & FREESH D\
ITFNUEORBEOE RGO, FExHERE
(R CORLA T B R CHANREEE A THME TS &,
WINBEOBEWC L AEENMRL GROLN T, &
RF %, = VUATEEE 16LLF, AL vy
1TEHEE8 15%LL T Cdb o7, Horwitz ORRE & ik
L CRIFeERER LT,
BRI, fROBEIRSHK (140857) DE—w v

FAER LA, 20T & AMEHRETI K 5D
BAEREEDIIL &L BT 7 7 4—%L72< L,
BREREIIRESFE LELO LB,

OFTE (SOP) ik, BEAFErE —Fotmikic 8L
JREDGHRE, B R, LERKEE, SFE,
QUEChERSZZ B#:) 35 IMES CRIE X /-, BH88D
SOP G5 B =FRINENYER, HorRatfl (ACACDO A K
FA »TiE. 0.5=HorRat <2 0 ZIFE&H) (2L 5
ML, [EUERAST0%~120%, HorRatfEA32% TE]
DTNBZ &N b, BHEEIDSOPORBENTATED
HHATHD Z L ERER LT,

ReEt U730 RSB SRR RIL. BAS D
BT X H—FTEC IS B BB OASEE ()

EMROPIAEATO%~120%) & —F L=,

BN PN ERRE R & IR R EN DTSR ST
BRI, &6 5 BT~ 1206DFFHN TR E
NTEY. NERHEEME CRONIER L IEDEE
FHmORERT, 1T L

GC/MSEEEMHERHII T, FEETEABIOEAZ bE
AR HDVNIHEED T LELIZIT BB AEEED,
2HEE L LR RIS, EEE - v—7
RS BhoToZ &6 BIFRREDGCMSIZ & 5
BIEMTHON TV R AN,
D. &8

SEIDOREEE GHREEEEROWNEHEEEE)
OFRERIIBIFTH Y., TEME(—ED) 2Em %
FAWT, MEERSVE TEEL T, [RIFKEE
ODHTEEE) THAET A Z iz k> TEBEEDOH S
ERERMNELNE Z LRI,
E. #i¢

AR TR BB B A BRI E R B MBS

(BROZRD - REWIRHEERTEE (TLVEE
L7z, AR S -TE & F LSS IEEED
RIS LE T,

Xk
1) AR  Fa3Ee iSRS, 89-90 (2006)

F1 FNPREEETEREER GC/MS)

. = 3 REEH z-A37

munz | wnage |NUSER| oudlphae | ronemse) |ARimRe (REIARE | [RIEIAE
FhSTY 50 4649 £ 297 47150 + 520 9 9 8
. FARUANT 50 4608 = 285 5236 * 561 9 9 9

HF 4 ~

J7auzsy 300 27461 * 1386 25740 = 397 9 9 9
HISEIN 100 9201 = 519 9428 + 1092 9 9 8
IFHY 200 19221 = 619 16490 = 20860 9 8 9
—oy =<k {8 100 9567 + 3.03 8585 + 874 9 8 8
IS5FA 200 19396 = 493 16560 £ 2000 9 9 ]
IS5 100 9369 £ 141 9107 £ 1115 9 9 9
20U E)HRR 10 956 + 046 1028 £ 125 8 8 8
ROLLYS 1")1«?'71'\1 10 945 + 058 1045 £ 176 7 9 9
PR E S S 200 197.76 = 7.79 167.90 = 26.10 8 9 9
ARSI 100 9528 + 636 90.12 + 893 9 8 9
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LCMSMSIZ L D REYTHTRERE —BFoWEORM

O/mtkhby, BEBXHET, TtEHMET, BHHE, FHERX
(FRRERRENFEHRA)
[z i)
1 B8FILMITENERYT 47V RAMHIZEY, BEHEAMNRLRIBERENKEFIZ

MmLik, YFTRINET CGCOMS(SCANE) ZAWE—~ENNEEZRMLTEREN, &

FIRLCOMSMSE VW TORH RN LE, 4. L LIOWRRETEDRSOES

KOWTHRELEGRERET 5,

[ZB5HE]
1 NBRX

BTRRTREISE L H&RE LI,
abamectin-Bla, acephate, acetamiprid, acibenzolar-s-methyl. aldicarb. aldoxycarb, aramite. azoxystrobin.
barban. benzofenap. boscalid. butafenacil, carbaryl. carpropamid. chlorbufam. chloridazon. chloroxuron,
chromafenozide. clofentezine. clomeprop. cloquintocet-mexyl. clothianidin, cumyluron. cyazofamid. cycloate.
cycloprothrin, cyflufenamid, cyprodinil, daimuron, di-allate, dichlorvos. naled. diflubenzuron, dimethirimol,
dimethomorph (isomerl, 2) . dinotefuran, diuron. epoxiconazole. ethiofencarb, fenobucarb. fenoxaprop-ethyl,
fenpyroximate (E. Z). flufenacet, flufenoxuron. furametpyr, furametpyr-metabolite, furathiocarb,
hexaflumuron, hexythiazox. imazalil, imidacloprid. indanofan. indoxacarb, iprovalicarb, isoxaflutole. lactofen.
linuron, lufenuron. mepanipyrim. methabenzthiazuron, methamidophos, methiocarb. methoxyfenozide.
milbemectin (A3, A4). monolinuron, naproanilide, novaluron. omethoate, oxamyl, oxaziclomefone,
oxycarboxin. pencycuron. pentoxazone, phenmedipham. propaquizafop. pyraclostrobin. pyrazolynate,
pyriftalid, quizalofop-ethyl, quizalofop-P-tefuryl, sethoxydim (isomer1. 2) . silafluofen. simeconazole. spinosyn
(A.D) . tebufenozide. tebuthiuron. teflubenzuron, tetrachlorvinphos. thiabendazole. thiacloprid. thiamethoxam.
thiodicarb, methomyl, tralkoxydim (isomer1, 2) . trichlorfon. tridemorph. triflumizole, triflumizole-metabolite.
triflumuron, triforine (isomerl. 2). triticonazole

2_HBEBFE

RERRORMMSELEIUIRLE, £/, LOMSMSHERHFEZRIC R L, 25,
HFEON—F 3T, TPNORRIHOLD, R, RELZOVWTRIN%Y vBZ
REOI12EFEML THRUH—LEfToTV30T, AKROAMALEL LI,

Y T&%ﬁbﬂ L—{e L F20gB S &
7E b=t Y AH, 100mLES

#1 LC/MS/MSHIERH

! -
T'lk k yzmﬁ%'[—»?\g%sggnnmﬁ]

0.1mL4y B . M/{TmmLﬁﬁ (BA¥H0.5g48 %)

0.025p g/mL & 23 & 5 WMBBM o

(=M 92 235 R %)

l R Micromass Quattro Premier XE
S50mL5y By, HEHT Acuity UPLC system (Waters)
! p BN Acuity UPLC™ BEH CI8
B A (2.1mm X 50mm,1.7 2z m) (Waters)
i bIARE 40C
ENVI-Carb/NH2 Ak 5L
BYHE 0.25mL/min

A:Smmol/LEFBET/3=9h KB K
B:Smmol/LEFERTVE=0A 1) /-VES UK
(A:;95%-60% (1min) -60% (3.5min)
-50% (6mird) -45% (8min)
-5%(17.5-30.5min))
ESI
MRME— F

X1 RE#HoOAN
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[RRRUER] 0
1 EREOBE .

‘%‘ U&?‘TL f;.‘:ffi"'iﬁ‘(f%i 0. 005 H Efm.hz‘f‘“'-‘-'f 25;
cyc!oprothrm dx aliate‘ m‘ﬁbemectm A3 o
-milbemectin-A4. sethokydim-1. {raikoxydxm»l 166
Aridemorph.  triforine-1, tiforine-200- 1088 5y 2% 75
SIN=I0L T Cha e RIBRTE TH - 2, ggm
OB+ HRBERBO AR, -

!

)/az%maﬁﬁi
I* Ui A/? RW%@LO»

: ai-,aa Lo @ 5
’L%,Fﬁﬁw-

:25: SR FI SO S L PP S RN
i)

'JBI i ] 1:. ‘ _ Ed A _
fursmetpyr, ¥ ¥ - 7’ T — / o carbary! @ |
:éfummetpyr-metabome hexyt}nazox\ mepampynm g

’(’70%1;1 _Fw ?)Qg Zf f; . -‘g: @ 'J ;9 0:) 28, [ e e ate a s :

hoflumuron T 130%EL E QBB E B BR Y, 0 L] s ——
EROEBOKELLD bbSE, S Rl s e e

3 ERARRORER m TR yzA0RR

)v-—_-’f /ﬁﬁé’*ﬁ}é L t. ;, Rﬁﬁi?&i&@f&ﬁ@@?“?ﬁ‘*ﬁf—ﬁ’é‘i&3&@$ﬂ§ﬁ?"ﬁ*
:-@Nﬁ*l"-
—'3&;711'?’9 sethowyd:mﬁ\ tzalkoxydun«“:t?eak Amﬂ)&%i*k% ‘f. fi-ot.:b‘. »..#‘L":Eib\
'?’h % A :7 C'% % sethoxydim-2. tralkoxydim-2 {2t ~C B %W AreaThH0 | BBk Area T }_i
BhEELEETCHE2 T, furametpybmetabohtefim&?)% BEE A E CRDE ﬁ%‘ﬂ‘ Lz Z
_n Q;@ﬁi’ﬂi J:o T%% Li;‘.b‘%*’" 'ba*o ‘9 ﬁiﬁ}’ ’N"C"’“&&ﬁ’ﬁ‘%’& EEL LR

I on 4 S ; T N
' Bt 1Lon 4 sieaeEm

--<>-— sethoxyd;m-l -—«D—- sethoxyd:m-z
....*... eethoxydxm-&% E O firatietpyt —O— ﬁmanmtpyr metabol}te f

l3 ﬁ&&?ﬁﬁm U2 BEOHIE
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LT T MBI D BRRE—FREOHERBEE DR
—LC/MS/MS IZ X 5 ME—F T OMBEERIC OV T—

FELS, EERA, NBEY, BOHE, RBEE FEER" (P TREREHAR
KXEAE, LRE, BEFY. HERE GUNFRERERRDD. WIBF &I, 58X B¢
R, EE CRFISLASIEERZAR . GRER*, FHER, SeEl. ST GRIARER

B F—),
hitRRE* (FokiLm@ERFFERT

(=1:9)

B EROMN S & 2 DEFYRIIBD THR
ThY, LrbEIOESL KR H7cd, =
NETHRE LTRFIEHR VS 2 e R
BroRitEER. FHREWWREAMTT 5L\
BADOREEN D TR TLBEETHS,

Z OB&YDT-DIZ, EEE 18 EFEIT 6 BEANSB ML,

P~ CEMEDET VL LTTIBRZ X ) 4988
LBV 34 BEXAV, LOMSS ICXARERTREY
7ol HET, HPELFICBRTH &)
FROEEZEL T, VWO THHIBREORROZTE
BTEDEVIHBERE, SHREOENRLE:
Kotz

(&h0i8R8) :

SIMLUTBEIL. A TRERRNIAR. TER
(RIMETISTET, AR AREAIART, REBR
(RERERIICE 7 —, ERTRERERNRA.
FILTH AR 6 HFRHERNIFT ChH D,

(5]

EONAED, YAZ, Ly, b=h KA

L Av KD 6 YEIC 0. 1ppm DIRSIEMERIKA-FM L,

ERITHESIOSHT 2 AT LTITH Z L L Y [EiR
R, 11EHOSICIE 3RS,

- EMRIKY LC/MS FITRATTHER (PL2005 LC/MS Mix
@ 10ppm, HHEEED AV, FRARRCAY /—L
THERRL

BB L LT, 77 340 N 14V27A27 # 8
APT-3000, API-3200 Q Trap. API-4000 Q Trap ¥/
We, O, BEASREOBM (B 17 F
11 A 29 B) 12X 5 TLCAS 12 X B BEESDO—FHAR

E1 (REY) ) ICXo7-8, BIEFENBRINT
CVRRW 17 BERIZOWTHL SIS T KV F
ToiCBRR LT,

(&3]

M BEDNSL 24 AT &1 | PYENRD
A 70%~120% DB TH Y, EHTLITR
¥ 7~ HorRat {ff (AOAC International 18th, W. Horwitz,

ed., 2005, Appendix D) #%2 AT CRIEESKEL 219

ERES, AnFKT. ez (RRTREMANAR). FIHERER*. 88N,
(% : TR 18 SEEFTR)

TWABZ Ehbh, LIS 12k ARESD—FRAAR
ETICXAMSELTWB I EMALNE RoT:,

F210 T | 3K, BN ROR{HAS65. 5%
T¥HY. HorRat {28 1.3 THEDT, HERERIMES
RAVRITIE, —FRBRE I NEATER2VWER
bhd,

73 17T 9 B, PHRETRKEN DB
MR RRARET A IRE b —ARSRE] T
S TERNEEZBNRS,

F-4 1T L2 TORRCOWT, 1 ZL 0
EHEIRR, EMESME RSIR) | HorRat {H, BIE
R, AHRHEOUERRETT, E8ELLT
BA S B OBRBRERISREN TV 3 BIEIZOVWT
ITENAR L, AREHOHEIL, &1, 2, 3I0F
T L $ Y HorRat EHEHBR L THE L
#-1

WHENRE 70~120%, B> HorRat {H=<2. 0 DRI

TEIIT UL, A09ev, 4= e AW 7L, N T
P =W, A3 vat) -MRRA" VYT MK, JeMINT AT uY, YT Ry,
VI YA Y, AL ) D, IR -, 3 VAT B
NN 7 VA Al VAL E S ) 28 ¥ Nl 72905 VRNV
VRNV MAS7 LUNISY 2N/ 5 o VRS 725 L VAR ) cNVY
VISP IN VRV b V2] V) S

2

VEIEIREE 50~T0%. B HorRat HH=2.0 ORSE

MY A

#£3

ZSERNER 50%EA T, XiXHorRat fH>2. 0 DMK

1-F73V /B, TERIUh, TREIVVEN ek | xpAY,
FTA ) MR, MA RV, €AYy, TTe
N ' . MR

BfcER L 17 BEDS S T8I IV, (),
AN At =, AN VIR -MEN MR NN Y
VTS th, NIT) N, 7avh58 3N O 8 BEEE. Y
EIROHDIYENS 80%~110%TH Y , HorRat {HAS
15 UTFTHBZ b, LOMS IZ X 5—FRERE ]
WEAMTSELTWA EEL LIS,




W LG PR
ok épeEl
EhvEr Slt
QXL QUL
e Azgdoind
L - Y6 vEL] 6951
AD6AALGNILZS]
06N 120]
LUF voL)68s]
aYerTCYLL eSS,
ALNLI VS
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A-20

GC/MS M TNT—ER=RZLIREDIRERE-EIHTOBRY (W28

HETRERBERT CLBEA, FEXS, IBEE, BLHE

TR (BE)
TV T2 ad— (&)
FIIEE (%) o+ BT, =ER—

EAMEIKRE XK, PILATR

(B8] :

BEZEORST 47 ) 2 RIOETIZ L
DVEBRTEDRISHMBEIZIHL, 1o
REICAUEREEZBETELFENRDD
hTWa., WELIXFE 90 @ - 91 BALIIC
BV T, Scan #HETD GC/MS DHTARITHE
ZhTRMYUIANF—FR— 2B ERE]

(NAGINATA, &)IE+#I, TDB ¥ &BT) O
FRAMRUBVWHECRERENEONS
TBHEEOHRBLERICOVWTHEL:.

¥, BELRE R EAELALSITBWT, K
BERWEAZE THRICE TS 190 BE
(205 B %) D EMEIR R % 1TV, [GC/MS
CL2RESO—FRRE (BRE®) | &
V= by 7 2FBVEICTL 5 EROEFAE,
ABIZBIZ V) v 7 2EEBIRHOVWTH
HL.

ASENIER 184 10 A 3B TELE®
HBMIZED TGC/HS WL RESD—FK
HRE (BREY) | THOWMRAELENAT
VW5 240 B3R (259 BR4Y) B U GC T A3
BELEXZOLND90RK(98HRY) DEE 330
MRI (357 RY)ICHOWT, BE 7 HEIoBiT
DEMBEINRBRE TV, HERERELSB-
DTCHETS.

- 221 -

N | EBk, NEFEEF, WE W, hEEHh
FHAX, EAHBE, #IRR

[ 5]

Oxf SR : 330 BIE (357 K%)
OREMYM . TRHIF, WL, B85 5,
RyF, S¥I3, Aoy, VECXOTRE
HITRIEEE 0. 1ppn FEML, HI7.11 B4
FWEBEM GC/MS KL MEZEO—FR
Wik THRMLE (n=3). FHRMRSS G
TRRDLER % 1T - 7= (n=1).

@GC/MS  : Agilent 6890GC/5975iner tMSD
(SIMScan EIERFE Y A )
274 : HP-26, 0.25mm x 30m, 0.25um
ATAEEE : T0°CR 45 —25C/53—-150C (05

—3C/53—200C(0 4) —8C/%>

—280°C(10 43) —20°C/43—300°C(20 5%
@FE K : Scan F— FTix TDB #iIEH, SIM
E— FCREBRBBELYAVW-EEZIToT-.
2 M) vy ABBEFRAVEEELHET
Tor-.

[BRERVCER]

NFEFITENT, BEBFREAVW-EX
TR EHEIRE (n=3) 2 70~120%DFEE T
A2TDiE, GC/MS —HE L Ih
% 259 A4 251 R4y, GC TR ARTRE L
Ehd BRIPTISERY THoT. THRY
FEUVEVRLOREDIZHT LY
79 ADEERKREL-T. BN LM
2T, x&ETRETS.
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AL hOEIRESHFICEIF B GUMS/MS 0ER

KBRAFII AR EETRFPR

(B&)

RETHE. BRPOZSERESNTIRER
BROLABZEHSZL e, BHT—FHHIE
REREZRD>TWVD, Bil. GC/MS/MS DF
VR & BIREFEBLAESMO—BOHE
BXnTwn3, BLidT D GC/MS/MS ZAWL
T. 270 B2 —EDOUETHNT R4 %M
L. TSHICTOsEERFARIGERAL.,
KD GC/MS ® GC/FPD & DB ZE T T-DT
B/ET S,

(FE]

®E . 27T LYERSRE
Waters Micromass Quattro micro GC
AR —=TITAR:250°C, 14K :250°C
A A ALK E. VT a AR 7NV
HR7AT IS 7:

Agilent Technologies 6890N

$S L J&W DB-5ms 30m X 0.25mm, 0.25um,
F 4 1) 7 HAES 120kPa(He)

SEAL 250°C SEARZ Splitless EAR 1l

AERE: BRERODEEARY MVERE
L. BIBICEL2 D0 MRM 1 1 7 ERER
L1z, & MRM 7 /13 0.01 #ESDRIEL.
E_R2—AFOYEFRHES 001 MR L.
10 RERETI1AEIN—TERHEL. &7
V=T HENRBRORIFRBIcRECETE
TRBLBER S R TRRERE LT, 8V IL—7
OREHMIZMRT H IV - TE—EBER Y.
B BEE TR, @HDTIV-TOREE
BRICRET B, T—2IEHRHIAEL
ot

ZAmEREER AR 10g it L7 b b
)V 20mL EMZTHAEIF XL, HREIT
FYTL4g EEBFFUIL g ENA TR
BEROSH LT, HH&IS GCB/PSA THRE
L. lg/mLICEBLK,

- 222 -

OfiEX S, BEEL. t)IIRF. AR

FESE=-4U Y HEs0g LT
kUL I00ML EMATREIF A XL, E
OOBEEIE(LF P I LENATREL, B85
%% GCB TREL 1g/mLiIcER LT
(ER)

BEFIC10~40EEDMRM 1 & RIE
L. 8270 BRERETRHET. \FH.
—oIv, TL—=77I—vD3 REERV
T. 0.02ug/g. 0.1ug/g D 2 SO BE THRM
ERERETolk. Bt 6 HBRET OB,
260 BEiZ 4 S8BT 70-120% OEERD
ElURE & 20% LU TORERENMEOSNI. —
BOBEOBEVLELDERE. FLALEDRBET
0.01ug/qg DREHATHETH Y. RHRFRIZ 05
~ 5ng/g RETH o

HRFEROTEZ 2V IRERTIE 173

 &BER I REHISON 217 BRELSRETH

t=e TOS5HE70RHE D105 ZXIX0.01ppm
LUETHY., ZYD 112 BFKIZ 001 ppm K&
TH>Tce BETNEBRBEDS B, 1208K
% GC/MS ® GC/FPD TRIER T BB
BETHHI6S B 04
i3, BEDORX
BOROHERT
Ehbol. %
DD 55 BT
D2LVTHEHTEDR
HBTRAENLT
E. GC/MS/MS
DORE @& DiE
LELEL > T,
HEDT ELY,
GC/MS/MS (X % 0
BRRSHICE 0 0.1
LT3 & #E X GUMS/MS BRHERE (ug/g)
s5hte. X . B RMORIEERERS

A

0.2

04
zd

02 04
0.1

GC/MS or GC/FPD 1R HIRE (1g/9)
o o
777)
%
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SRR L FEKERBH O ARBARUEE
NG| €= K GC/MS B &7 GC-UECD e £ 35 -

FURMEWRS OLBRT. HBGE. ABHX, X¥ 2

-Q;ngﬁﬁﬁmﬁwﬁgﬁﬁkcmrm
EREA—-DENE (TMD) m—a;—-am
FEE (AD) EBBTHHOIRBG
DS ,%w@mzmam& :ﬁ%bx:
%-24 mﬁ\s, L

)3 r—HCH m 45 Mﬁkomr% bm)
HTHY. RECHBERBETEIRBELTW
m\a%iana. FrT. &ORBOBREARE
.Eﬁﬁbb‘!uﬁ'éﬁ.&bk\ )gmasre %ﬁ& Ncr:

»ﬂﬁ GPC/SPE 7 IJL?KI/XG -Prep
GPC8100 ’Eﬁb\ ” Scheme 1 k@ b"(ﬁﬁ’%__;
oo BB NCE . GC/MS
B3 QP2010 w/ ms. NoVent o DL
Stx:-CLPesticides2 w/ 5m Guard (0.25mmid..

[Test salution for NG mods GC/MES efc. |

[ Fiorisi cartridge SPE |
_ j(?ftgcﬁmagpn)ﬂ

{ Test sofution for dual-coliimn GC-uECD |

 scheme 1 Sample preparation method

- 223 -

x30m) . BEHA A9 EALLRE 250°C:

fy&— 71—-ng 300°C. 1AVREBRE
200, M LhBRE BO‘C{I min}-20°C
/=180 C—4 C/mm—300'C(7mln) < }E AEB:
2uli. o P GC Aglient6890- '
OStx—CLPestxctdes (0 25mm id:x30m) @

Stx-ClPesticides? (0.25mmi.d: xBGm).. BEX

DR 250°C, REBEH 300C ASLERE
80"C(¥ mm}-ZO'C/mm-l C-4‘C/mnn~280’ C _

LC,LMS/MS Appﬁed Btosystems API4000 75
CEBU |

TSR EER] 46 185KDS 41 1/ _ff\ 143 5%
HHBEEINE, REREOBURSR
pp-DDE oy DDT 3 (214K 1 - 44 ppb)
T, WVEBEORBRORBEDORS, Qs /Y
:Bf)‘bmm&«m'énfuo' ﬁ‘i\—cx I/
BRILZ #UANT 7— (G 88E. Tr- 4-ppb}‘
7-HCH $5% HCH B (9126 1-3ppb),
-‘/7%3'7’-75”“7/5 GBK Tr-7 ppb). DETH
St Flo DI HBNECHIENS LCER

-t:A

oB5 24@% ar-8 ppb) zﬁ&aﬁenn,

}Lif'«)lz&'\”-- F Dﬁ’i! 1 "'Z)ﬁ@'l’@:‘? v...ﬂ
S ERIRMICRETIEER NCIE—~K GC/MS O
ﬁ%ﬁ‘?‘\&‘é ?wa f)‘b\ NC' - t‘. GC/MS
,‘3. Wﬁ@ﬁ%@ﬁ" ' ':77 "‘5” “ﬁgtﬁﬁ

SENSh, EREORTEOPRENSSE R
;ismca RIS B X OREH EHEL

Tﬁ"f%n.tl«.cko“( :*d;% %ﬁﬁ@iﬁ;mﬁiﬂ
ﬁ%s@ﬁbﬂ k&%&%xbm’w

@l 1) E. Uero et 4l, J. AOAG Int- 89,
1641-1649 (2006).
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L BPRRCEIAFE  RRNOBERD
(2001 —2005 &) ICR8d 215

BHMRBIERKER

8]

2006 S BICHEFTTSNERS T4 TUR B
BIEICEY. SMHRREBKEBICHALT
W3, COMEBIBEICHGL THRNLE
M- REEBEZTOI2, BEOERBRAP
BRPRARELICELANEEMREED
BIRBHEICIZS. 9B, 2001~2005 FED
RERBE-_S U I/TF-HD5H. RGD
BRNZ<. ZSEHMORENREBEIAPT
BX - FREMNREL T, HHEMFRICL
Y, REF 47U R MHEICHE LEEN
POMRNEREETOLHDOSHAERNIE
FERHULE, FLEARMORENBREEH
BREDFEREBICONWTHRIF LD TH
HTHRET 5.

(FiX)
1. 88 2001~2005 FEIC2BMEATHIR
ENTWBR - RR. BER 601 1%, B
A 222 R4&EDE 823 G E MR ELE,
2. MRBEFE CC THINTHELRIE 22218
3.GC 3@ 1) GC/MS : HP L% 5972MSD A
S Restek 3B Rtx-55I1LMS w/Integra Guard
(0. 25mm i.d. X30m, 0. 25um)
2) GC-ECD : &3 GC-17A Fa7Mh5 A
(DRestek #13 Stx-CLPesticides(0. 32mm i. d.
X30m 0. 5ym)

@Restek #% Stx-CLPesticides2(0. 32mm i. d.

X30m 0. 25um)

3) GC-FPD/NPD : HP #tB2 58901\ a7V A
S5 AQRestek $34 Rtx-0PPesticides(0. 32mm
i.d. X30m 0. S5um)

@Restek 2E8I Rtx-0PPesticides?(0. 32mm i. d.

X30m, 0. 32um)
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OtSmfE. LHE_. KEWE. XH B

4. glAE WMUEESeIOVT. 7t
P bV, BIRICKBKBHR. Bt
IFIBBER/RkEELZToLE. AHN
GPC/ U572 74 Fh—K> SPE. RWTV
N4 IV/PSA S =hS A SPEICTHEIL.GC/MS
& LU GC-FPD/NPD AEBRBRE L= & 5T,
COBREIOYISNIZ=ASASPEICTH
3/2 ®9EL=bD% GC-ECD AiliaR S
L= (BRHREVWTNS S5e/ml), BERFE
12 0.001ppm & U7z, HEEHABARIT SPSS for
Windows ver. 11. 5 ZRAl\. SHERLRED
MBRIERIHENS KD, £/, BED
SBENRESNITEOERBBICONT,
Y HRE, ARMREETTo L.
[(BRRUER)
1. SHERLBEOHME
HR-RRIBREICOVTRAELLEBR,
604 484k (73. 4%) M HIEN 1833 REBEMIR B X
h-. RESBERSVHOMSIRIC. 200
ZxFENA7OSF . salNEYKRR,
IRIVARY Y O R EEE 3105
BHORESRESNE.COSS 61 18T
BREBREHD 5% 2 4HHTHEY . SHER
HREOHEHEIMIYRSNTIVE,
2. BEMREINZBISOERMSE
BESMEIIhIPALFERMOBEIC
DUWT, BERLBARRICHELEBR,
BESHORESREINIBGRIEEMT
HEICRAZY (p<0.001). 2001~2005 FEIC
M TEPHICHITAARSBH SN
(p<0. 001)., BWARICDONTIZ, BIENED
Shiaho =,



LC/MS IC& DL BRANENDERNTR (3 3)

OBEEX., BEETF, —BESFTF GEAUNTREEH | REMX, Z48F (BH
BREH) | 4 AKfB, AR GEFRRENE) | FBE, BAHA (TERR
Be) | RANEF @RNRRM V) | FE2EL ZAB., B28ET GriBRRR |
SBARR (PEHAZ) . TRIOE (BNRRAL) | BIEH, RAJ)IE KEETR
B . BEBERT. SFF (KIRFRERH) | SREER. SBAS T (RER
BEH¥) | HRIET (MKLURREN ) | FBE (BMKXFE) | AKERE, BS
NAZ (BMPETRES) | HILE5L, SAET. AF2E (MUARRKRE) . XEDL
SF (BBRRR®) | BHAXRT. 4287 (LRRREFE) |

[ ZULBHIZ ] GCMS TiHRIERELRREPLFWEIZOVWT.LC/MS OEAFREEEZRE L.
AT, BEEEHCEDEONERRABICRBTIARFTCELONAEEFZMRICHOVWTERY £ L Ok
LDOTH D,

[ KRB ) AERBFDI)FUIL, i) m7I/7x/—), ii) ~FHar/—A1izonT
LCMS iz X 5t Et L7,

[ BBREER] FOSL (AANBTREHR : BEOFUITL (BREA. EHEARDB5t |
REEMEME: 6 pg/l) IKOVWTEREMTEELZRTTI L, o3, ARB 1LYy e s —he LT
Fu T A-dig ML, BEILR Autoprep PS@Liq HQ # AV TEMEHLE L7=%. 0.2 mL ¥ TR
% LC/MS THOWT B FEE AV, Y AV B-EREMSTEH T, KERBFOREDIZEDHE
PRZIAWMRETHoM, FUTFLE-EESFHEAVWDZLICEY, i 1ITTT X ILHE
E— I DRWRFRIuw NS T AREBHRIENTERL, £, BRIAKIZ0010pgL &5 X 51
FUTAERMULE, AOWTEEZ BV TRIE LRIE 21T 2. 88 UBIE O FHE R CHRERZL,
£ %0.0106 z g/l (n=5) K 1*0.00571p g/l (FBXHZHERZE : 5.4%) & BRFREREL TR L, BER
ENLROISTERHBR (MDL) 13, 0.0024 pg/L 2L, %D HPLC-UV#® 0.6 ug/L i
R 200 U EERET A ENTE, LCMSIZXE3F U7 A0 —7BHIZ. VI LE
LCMS TiZ, 5ng/mL (RBHEE : 0001ugL), # 7 ABTIRRLI-2 D& 52 0.05 ng/mL (R
BHAEE : 0.00001ug/l) ¥ETE—7 288 T A ENTEThTz, LLAdb, o7 ABOK
HEBELNLTR, REBOELAARALN, BIEREROERICBRENRTIN (i -3),

Fundamental studies on chemical analysis by liquid‘ chromatography/mass spectrometry (33)
Yoshifumi HANADA, Yoko KAJIWARA, Akiko ICHIDA(Kitakyushu City Inst. Env. Sci.,1-2-1 Shin-ike, Tobata,
Kitakyushu, 804-0082, TEL: 093-882-0333, Fax: 093-871-2535 ), Kazuhiro TOBIISHI, Hiroko TSUKATANI
(Fukuoka Inst. Health Env. Sci.), Kazuaki SASAKI, Norimitsu KAMADA (Res. Inst. Env. Sci. Pub. Health Iwate
Pref), Tadashi YOSHIZAWA, Akira SHIMIZU (Chiba Pref. Env. Res. Center), Atsuko HASEGAWA (Kanagawa
Env. Res. Center), Tsuyoshi NAKAZAWA, Tsuyoshi IBARAKI, Akiko TANABE (Niigata Pref. Inst. Pub. Health
Env. Sci.), Shigeru SUZUKI (Chubu Univ.), Tomoyasu NAKANE(Aichi Env. Res. Center), Masatoshi
WATANABE, Hitomi HASEGAWA (Nagoya City Env. Sci. Res. Inst.), Michiko UEBORI, Kiyoshi IMAMURA
(Res. Inst. Env. Agri. Fish., Osaka Pref. Gov.), Yoshinari KOBUKE, Mihoko YOSHIDA (Hyogo Pref. Inst. Pub.
Health Env. Sci.), Koji TAKARA (Wakayama Pref. Center Env. Pub. Health), Hiroshi MORIWAKI (Shinshu
Univ.), Masahiro YAGI, Akihiko HASEGAWA (Kobe Inst. Health), Toyohiro URAYAMA, Toshiyuki YOSHIOKA,
Katashi KENMOTSU (Okayama Pref. Inst. Env. Sci. Pub. Health), Chizuko OHNO (Tokushima Pref. Inst. Pub.
Health Env. Sci.), Kumiko KAMURA, Noriko FURUYA (Yamaguchi Pref. Res. Inst. Pub. Health)
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“ng'f,?‘?"'ﬁ. 1 -
\ %% F5h 03— BRER (74 FRUK)
0.05 ngtmL =Bes Bigfalfl g
—— = Shg/alFKR:
P 02
miz 241 \‘ 7
; T o1 s A
y e T et
FOSL ‘ . 75 -
&z 10ne ?
LVSIN ]
ia 241280 T S VO
0 s 1
5 18 15 20 [ein) FOSLEZROBE [ig/ml]

i-1 3 FLEOHSE i -2 FHSLBHARRE ®i-3 REGOELAHA

YR/ 2x—=7—N (BRARREH) : LHCEESTRGL L TERENEZ m 7/ 7=/
— N OSEERIT L, AERE 100 mL %2 Waters 8 Oasis HLB Plus IZ1@/K L= %, #RKS
R )= THEHL, L ZAE LCMS THHF Lz, LOMSIKE37 3/ 7=/ —/LE®D SIM
sa<w b5 1R, AOWEEZRVWAZ LRIV, FETETI /) 72/ —VORHEE
SEELETHET B ENARETH o=, £/, MDLIZ0.007ug/l ThH v, EXE HEK) »o0
BN R K CHEAEER L 13% R 4.5% Thotz, & HiZ, BEREFICEET 2REDOEES
R 570, OEHEBEERNC Sep-PaktC18 1 — b Y v P TREKERE, OREBEEDOI— Y v
TE 2% AF )RR TG, D207 V=0T v THEIZOWTRITLE, TORR, ¥Ho0
FED 80% L LOEMREEZRL, REMOZVWRERBHIOWTHHEATRETH D Z LRahi,
ARYaFY=1 (BARREH) : 2EO~FH )V - (ERHFE:34t) OHHE
PRELE, YUONBBEBLSITIE, 7uv ST LDNRy I T 0 RBREWED, U7 LB
HESWFHEEALEL, 2T LAREENFHCIBEBED n~ M7 A1 IZFRT, O
BT, KERE 200 mL % Waters # Sep-Pak Plus tC18 IZ@/K L7=%., iR O % A ¥ / —/LTHE
HLU, 2T ABLCMS THOWTHFEEZZIR L, 2720, LC/MS BIER ORBHE DA

# LC/MS BEEIZAbE A7), 6mL DAY ) — /L TERELAZ%, BRK 2mL 2MXBELED
DERBHEE L, AOHEED MDL 1, 0.057 u g/l Thotz, £z, HAEZRAV-HRMERRER T
3. [EUXR 90.4%., HEXFEERZE 7.3% & BREFRFBERER LI

| o miy 314570 AEYTHY )
0.5 ng/mL,

WWMW

2 Tima

1 mlz 110
P T #

4,0). 1 (2 éi‘,o” o1

i1 73791/ —LREGDE

e 0 20 0 4@ &) BN 1000 R® 40
Rii-1 8 v TFTLABIZEBAXYIFV—ILOBREEE

TRPTRATPY
P ]
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LCMS ZRHWEFUOITADERENSFEDRE
EAMEBREREFEFR OB EX. BRE ¥, — 0 E&HF

LC/MS Study on Sensitive Detection

of Tetramethylthiuram Disulfide

(Thiuram) in

Environmental Water Samples, by Yoshifumi HANADA, Yoko KAJIWARA, Akiko ICHIDA

(Kitakyushu Inst. of Env. Sci.)

[ LIz ]

T RIZAFAFUTLDANLT 4 K (FUT L) i,
VT IDURF AR HNT L L BTG ORELLEHE
ICHEESNTWARENLRBREBSREBE CH D, TOk
B, FIRHERE EORKAKIRTHRRAEICE=4)
7R Thin., ERTOFRMRAEHRE L. 3,563 4 (2000
F) [TELTWB DY,

LWL G, FU7L0RBEET | AOBREDR
) PEHNKERESN TSR, EREEET 61 gL
LAY, ULnh, BHRIICE HPLC-UV B3V b i
TWBRZ enb, E=F Y /ORI TRER., 04-3
pg/l &, BURTHI ppb BEL~VOERLE LHTE
T FREDE=F ) U IRERRTRNERYTAICEE
> T35,

—F5. BEEOY RI7FMETIE: FU T LOERE~D
TREYEBREY 0003 g/L LFHMEL TR, RET
REZRELE LT BREPREOHEXEBENIITD
HERHD) WEICHEBEL TS D,

BELIE., FUTLOREET=F Y 7 ADREFRR
BOL TR, AEBR~DOEBIIOVWTHEETE D
IO TBENT, I~ S5 T7 4 — HESH
# (LCMS) 2BWeF U T AOBBESTIEIZISONT
REtLT, T o T, BREERT O ST KBERKTE
LAV O OMERICET2MREGE0TRET 5,

[ ®=E& ]
#E: SWER LEEs 0w S5 7-BEESHTE

(LC-MS) 1, > 7B LC-MS & LT Alliance 2690
A HPLC 3@+ & ZMD 4000 BVE EDHTEL (Waters) %,
& 7 DEILC-MS & LT Aquity Ultra performance LC
BIHPLC #B (T & Qutro Premier XEAVE B45H7 5t (Waters)
ERWE, 207 MBI XD LC/MS RIESRME% Table 1
WRT, B, YUONBITLBRIER, 4T ARE
IEIER CRIESRE % A,
ST KEREL LIS —rE LTFUTL
-d BEML., IMEEETpH %2 3.5 ICRBL#, =2
Fa4vazmUTEHROBMALI—FY v Autoprep
PS@LiqHQ (ABFnET) 1= 10~20 mL/min OFHETEA L
Too WK%, H— ) v UVRBRK 5ol THEL, EL
HEETASERELEE, 7 b= MY V5ol TR
DEEH L, BHEEZERA A TO0. 1ol IZBHEL. 7

tThr=bUN-K(1:1)TLEX0.20l & L7 . LC/MS
THHT LT,
Table 1 Operating conditions for LC/MS

LC conditions
Column Shodex ODP2 HP-2B
(50 mm, 2.0 mm)
A: Acetonitrile
B: 0.1% Formic acid
5% A(lmin) — (liner gradient,
10min) — 70% A(9min) — (liner
gradient, 5min) — 100% A (5min)
— (liner gradient, 5 min) — 5%
A(10min)
Flow rate 0.2 ml/min
Injection vol. 10 pl
MS conditions
Ionization mode . Positive ion-ESI
Desolvation gas Nitrogen, 1000 L/h
Desolvation temp. 450 C
Capillary voltage 5.0kV
Cone voltage 10V
Collision energy 10 eV
Ion source temp. 120 C
Monitor ion m/z 241 > 88, 241>120 for
thiuram
m/z 253 > 94 for surrogate
(thiuram-di2)

Mobile phase

[ BRRUSEER ]
LA EDBRE - 10 mglL OF U T MEEBESE
BOWMEHI V) VORI THEHEEA L, KAELEAS
ZF 4kt (APCI) RU= L7 ha RS L—A F kit

(ESI) #AWVWTHELXEAZFY (pos) RUAL
(nega- ) DERASEZRE L, FORBER., pos-ESIITL
BRET, FUTLOESFAZ L (mfz 241) H~—
A= ¢lpoTolo, RIEITI pos-ESI Z AV e,
HSLDRE : —ARIZ pos-ESI THOHIE L. nega-ESI
X nega-APCI TOREIZH TNy I 770 FIH
., PHRXBEELDELVEH D, HFH T L2030
DRy 7779 FOEBEIET IS, HlRSNT
WA 3FEDSH A T L2 T, pos-ESI TD m/z 241
AF ORI TTO S RERELE, TOREER.
Shodex ODP2 HP-2B I 5 AG DN 7 57 KA
BbHiEDofled, BIERIONS A% BIRLE,
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S FALE LC-NS DHE : BEKIZFU T L 10ng
¥HEML,. BE

@ﬁﬁfﬁ{’ﬁl:ﬁ interference--ﬁ analyte
ST INE spiked 10 ng
L S T

LC- MS Ay RS

THRIEZIT>7. j

ZDRER, YV
I NETIR, K

ERBPIHFE analyte

+ B EWED e

%@ E‘%”\ 5:}' tandem type /splked 10 ng
HHEETH o7 miz 241>88 L

fﬁ\ ¥ ‘/?A’_ﬁt’ e e il b
PHWARZEIZ ¢ é ‘t° I-S 2;3 Taind
&Y. Fig. 1IC  Fig. 1 Effect of tandem-type LC-MS
T LD RIBE

= DRWRIFRIu T NS ARBDRIENTER,
Fold, BEICRZ L TLAE LC-MS 2BV
L7,

HRERRUVERESETCOEEXLER: LCMS ORIESR
HE2FoTridbY CRELLE, Z8LEHEE
Table 11277 Y, HFBELIZE D, 0.05p g/l DEBBERE
BETFUTLRE—I L L TRETHZENTER,
0.05u g/L DF U T MMELETEIR FAEHAERE : 0.00001
pgll) mru< sy L% Fig2llord,

7
thiuram

ki

Fig.2 MRM chromatogram of the ultra trace
level of thiuram (0.05 zg/L)

L L2d 6, ZORBERTIE, Fig. 3IZmnT LI
BRELBICLIIREROELAABERINTE,
US-EPA . {LEWEHFrOFEHZOT T, HBHTRIE
EHETHIHFEO—DOIREROBE L AL VIBERE
BMTOBRESHBICELTIBEY ST TS 2,
LC/MS Tid, B2 BE{LT3 - L1k, 0050 gL
FCE—72RHETEBZHLOD, EEHHEL LT
5ug/l (BREHAERE : 0.001ug/l) (HEBRHITER
ORALEZ NS, B, 5u gL DEEFEROBR
LEIEN R U EERERAE, 050 g/l GREHR
B . 0.0001pgl) Thot,

S LY TR : BRKC0010pg/L 25k 5
WKF VT LERMUER, KOHEZRAWTERLA
Ex{ToTo, B8 LAEOFHER MRERZL. &4
0.0106 12 g/L (n=5) &1} 0.00571 1 g/L (ABeHRREMRZE ¢
5.4%) & BEFLERE R LR, EERENORDS
WiEBRE TRMEIX, 00024 p g/l ITEL, kD
HPLC-UV £ 0.4 - 3 g/L IZkE~ 160 — 1200 &I &
BETHENTE,

y = 0.0217x - 0.0004
RZ = 0.9085

N

-

peak ratio

it} 100

concentrati on\}‘~ng‘ mL"!

~

regression line

[ {y—intercept < 0)
° 0.2 > 6 ng mL™ o2
2 K
S +5
-
] a break in the siope
a 0.1 —t

: < 5 ng mL™!

concentration / ng mL”'

Fig.3 calibration curve and change in sensitivity at
low analyte concentration G.e. a break in the slope)

[ &6 ]
LCMS X BF U 7 AOBRESTIEL RN LR,
PESRIEIZH R 160-1200 SRR ELTH Z L N TE 4
B, )ik EERE~OBRERET A FETH S,

MIE AHRO—HIL REARETLENLOLLFEY
BREEEREECESL T TERBLELDOTH S,
HEREOBTICHT D, LOMS RIEICET A ERLIHE
ZEVWEREAED 3 —F—XWOKAMRER, HT7 LRV
MEHOCBRRICIRABWEBREIRNOZERET LS
ICESELET,

5| FB XXiR)

1) REAREY R 7HER. LFEHEOREY A7
", % 2%: [37]F 7 7 4, 2003, pp. 431-436.

2) John A. Glaser, et al.: Trace analyses for waste-

waters, Environmental Science & Technology.
15(12), 1426-1435 (1981)
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10 mm PCRZIGCHAL=-9#i%

T&u, - _
HERTHERW br&«g(O:R ﬁlﬁ@%?&ﬁg
UET, EAGGE  (ESIE RS R REEF K

E-mail, tawata@nihs.go.jp

[IZLHIZ])

PCRIZ. EMDEF AT RBZBEDO— D>THEY /Iv/DNADE R NAHHIZRREA
TERL BEHEBOTREMADILICIVRISZEHMITHRYETZET, BHLLEDNA
BB 21007 fE OB TR THD, TOREBEMELTHILSNZLHIT. BEFOH
%ﬁ%%fﬁ%ﬁﬁﬁ% DFEDFEONHILBIIRNBARFELLTUEDNREZORTH-T-

OB EDOSFIZBWTHOE 4 2 FE ~OIS ARRALNTWS, PCRITAEL ¥ K
ﬁ&%éﬂ:%&ﬁﬁ&?é&fﬁf&;éc D7z, PCREIGA LI 4T i (PCREE) X, AL F 4
= (biochemical methods)éL T, WEAAL FEDOREBICE SKEALFE ST ELIIRFIINZZEMN
E2RN

ZFIT. .M OBICHbE TPCREZM O LEE . HICEES T2 B LT APCRIE(E R
PCRIENIZOWTIX, ZNEBEREMEIZOWT, BETHB I GMBIED X RELIZOITIE
EHINCEETD, $-. EEPCRIEIZIVEONAT — OB EMELAR LT )y —
3 (GiMlet)& W= HT O EFIZ OV THE I 15,

[PCRiZD# 5]

SHDEBIZL > TPCRIFIIEMHIE LB EIEICKBIENEN, WTFROBA BN THS T
X &M EIIDNATHD,
B

PCRZ /S A LI-EM LI, IDNAOKHEZHALNIZTR1HDWE, AR E2FF>/-DNAD
BTAEEZHELICTEIOWNThEBEMIZTEONCE> TELICMSy T&5, EEMICE T, &
EHRBODHCETEE. EBEYW(HEY. BA. AMOLEHBZIMEFIC. BEFH
BXEHRTANADRBIIR B ILHDEAD, 2FED, §iEIIDNARSI ORI ERREANE
DHBEZBULHELBNELTRY, BHITHEODNAREFEZRHTAZEOREZBHELT
Wb, Whidib A OR ELHREOBKRICHEYE T5,

BB

ERECIE. [FOBBEBBLTVD I EWHIZLITAREN, BEREAIZIX, PCREEICE-TRIES
NaME T, WIBSN-BEDODNAK A EE X545, £DF kL Tit, DNAWT A D ig L
WD ENIIZRDIINC L ECHRIABELZBE T55EVUTVFALLPCR; Hybprobe,
¥ A2V J'probe, TaqMan probeF Z{E F 925 15)°. DNAKT A OB IZEL 2> THEUBE
EYMOBELZRETIHIECAMPEYERZ TN, L, WTFROFEHEIZE->TH, &b
ETFEEL TV E ODNAE S| DR (VI HIDNAER SN ZE BRI E THILIETERY, HSET,
PCRICEVIEIBENDNAKT A DB EZE X BECEBEORENOBRLLTHIEBL, TR EE
MO EADNAR P 2 H# €55, £/-. I HDNABFI O 8 5 11T, 77 AINDNA% %
EHEEEEREDELTHERULERLEZRERICANFTTIFES, EERB RO R E
OB F OB EENDIENBEOHEMEI S4B TIHEEHAVLNE, UEERTHE
B 15 (EBPCRE)IX, TaqMan probeZff 35V T7 AV Z A LPCRETTAINDNAFE W E &
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TARBBREGEAEDREZFEEE®RTELOLT S,

Fh EBOSFICBW T, YIHIDNABR S H A2 MmN WS LITH ThHDH, HEINZH
HADNAELF| $7>HZ ODNAESI 2 F T AMR0BEFORY L BIGUTHE T2, 205
BRIz OWTIRB R T 5,

[PCREZNDEFRELEE]

Codex Alimentarius Commission(EE R &R EE L)X, FAO/WHOS R R LEBEE
DT TCREGHAB . BLrOHANFALFEEZFERL TN, BCodexDFHEv=a T /ITiE,
Codex 4y ¥ 5 D ER IR E 4t £ LT 1) 55 B M (specificity). 2)¥5 5 ¥ (accuracy). 3)¥5 & (precision;
BEAT B M R O M BB M), )8 H B A (limit of detection), 5)% F (sensitivity). 6) E{T
& Uis F # (practicability & URapplicability) 32 T o, ZHHIZOWTHLMNIZTHIEMNK
HONTWG, ZRLDH L A EHBEIELT . 2 TOSMEICEBTIERDLZEH T,
R BEEMEEERVCEE)RUVREBR THAILE LIRS, PCRIEIZOWVWTIZ, GME
EB 2 RBELTESTICBITA— R BEREFENISO24276 L THREBILIN TR, ZOHRKIZ
BWTHEROEFHFIZOVTHLNIZTHILBNRDON TS, LT & EH I HPCR
E ORIz OV TR X3,

(R R4]

PCRIE D Bk i, EAMICIE, B L L-DNAK ¥ (1 WDNAE FI) kR CZ DR IR ICL B
ERBTTA~w— I TNAEFVIRXIV A
FROEMIZL>THREBEIND, I TA~

NN\ INNNNNY |

|
—EBICRHTHILBTRETHD, == = =
LAl 774 =—LIERDNAR FI & D .
__lﬁ-?ﬂlaq
1 C 4 2 248 K DT AR A VT T — b hie
BRVESICIE, BELLEDNABI A A [masaman ] e o = =
HEShZ2WVHE 0T, BERLAZVDNA = =
GM 4=
7 S DB S B L\ o T4 R DK “" =
Tzﬁﬂzbéo *ﬁ*@;&j@}%ﬁia:&i‘ 7,'7/( AN 70E—5— -3 —5—EN BEWYY /329DNARD
TN Y—EA E IAREFRA

v —DHEEINRTZTOEBYZITD
SH(T=—VrNEESERBEELTY K LGM RIS DR EMCERMDO XA
BLEENTVWEH, HELBRWE DT

B2 VDOBHAR TH D,

Fho OME—RICEBIARFEELVOBR LIRS, PCREIEIZHFELLVW A/ EMED
BMANEE->TWS, GMEEDZHIZHETIE, RICBETFREAINTZERORENEE
LTWA, ZNHIZIEFE D, HBAVITH ERKICOARFETADNAE S OV AE K DNAE
FIELTRETAINICES T BEOREBRRFIC, HAOVVNIFERKEOLENRSFTINANNE
T 5(E1), ZDLREHDNARFIOBE M ICE KO ERONEFOEWSERMELLT
_ BBINDIBERDIN, ZRIFVWDITRIRE LR RORZ LB bR,

(Bt BR 5 )

PCRIEDR H B R 1%, B MIZITENDNAE S5y F ThD, BAEOHEIN T, 155 T O
FIDNABFIZEH#ERHTHZIEEAR TR THEM, PCRICEVBIBETNIZR T2 EMRFTEEL
BB, ZORIZBNWT O EHE 2R RELEBIZS T LITRECE 2D, HIRLVD
BEFEFBEETNE. FEEEBICL > TEBELLR IR T AWM ED S R ELaTE
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(NPl

F7- . PCREDOHRHBRAICETOIHEEET. REBRABREMEOREB 20 LIZESICH
BB EIND, B, 150 FOEMDNARSI 28 BB (A —Ivy 7 ) 22025 8L
BE. DEENCEBERO— FIZES FREELRWILIIRS, T, TNEFNOE K #PCR
BT doL, —HORBRE THEHBRHEINEGN, SR . O—FORBRRK Tl anizvnwz
ElZ72D, ESOIZ, B FOZEHIDNAR I 2B v AY —Iv 7 2B EICHE T8I, &
FRICESMIEVRBRRICHEENGLEZONS, EBICETZONETRREITV., £
BREICHBIESNEZWDNAG FOEEZREL THZE ET  AEEOBONAIRBR KX LEL
NeWHBRREBBEEINDG (R, T, BEEABOLN-ARREKB TCEOEOEBE LR LT,
ZOEFALDIZTHILITHEH LW (R T HCHEIX, PCROJFREAIZIZ, EADNA%Y F 5732
EOEEFEDFEIC 1ELD, LU, RURULECHEDO R ESIZHERZEIR DONAZ ),
T, By FOEMDNAG FOER X TERIZEOREEE2SHMENBLTWARNWILDOE

Laboratory code n T &) 6 Do
A B
Contents of
LLRice €01 0 0.001 0.002 0.1 0 0.001 0.002 0.1
(DNA %)
- -_— 3841 33.01 -_— 3s.41 35.93 32.30
- 42,05 37.67 32.49 -_— -_— 35.70 32.32
— 36.93 36.78 33.01 bt -_— - 32.85
— b - 32.48 bt b - 32.94
Ctvalue - 3732 36.14 32.16 bl -_— 38.12 32.23
-— 38.23 2N - 37.99 38.74 32.16
41.93 37.07 bl 32.00 - 3713 36.82 32.28
- - 3765 3175 - 3827 - a2 F1. REBABREMFEOR
— 39.72 36.37 31.86 - 38.41 -_— 31.99 Py .
- 36.55 - 32.60 - - - 3147 BeR RELI AT
==; no PCR amplification occurred
[EREEERUEE)]
RE

WHEOBILESHORE . BELI. 7T NEMEOBREENZTHENSLLEBETEND
BESRT, flx X, SIRAICN —3TAREEBE mg/Le o)L TR ESNI-EZE Y
BaofL, TN SENIELEDRE -~ B LR BEABONINICL>THEELZHS,

— % EBPCREICLVEONAH EME L. DNAWE A D BRI 4LV 7T B8 708 o 3 fE 4
THY, ELIZFOREEI O HIDNARFI B LB EIND, ¥ /Iy /DNADSY FBIZAEYE
Lo TR, EESTFHE THH-O—BICRE TERLO TRV, T L, B D
E EPCRIE CIEM LEN/-DNAERFIIIE 5 F THY, TORFIERLBHONIENTNBILEMN
Z 2D, ZHDNARSI O FEARDFENELL THRETHIILEITEM» B LAALY,
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Examination of factors related to the uncertainty of the measurements obtained from

real-time PCR using the newly developed software (GiMlet).

Monitoring of the amplification of targeted DNA sequences by PCR is referred to as
real-time PCR. In Japan, quantitative methods based on TagMan chemistry, which is
one of the techniques used for the detection of PCR products, has been developed and
adopted as the official method to monitor approved GM crops. In this methodology, 5
nuclease oligoprobes are used and the instrument detects the fluorescence derived from
the hydrolysis of the probe during specific amplification of the targeted DNA sequences
by PCR. Most analysts use the data calculated by the instrument software rather than
the fluorescence data. Thus, the extent of data analysis is limited by the software, and
inadequacy of calculations may interfere with proper evaluation of the data. To analyze
the fluorescence data directly and determine the factors related to uncertainty of the
real-time PCR data, we developed a software (GiMlet) and analyzed the data for the
quantification of GM crops. GiMlet can analyze the multicomponent data exported by
ABT’s real-time PCR instruments and calculate the PCR efficiency for each well under
variable baseline settings. The results of the analyses with GiMlet revealed that 1) PCR
efficiency varied among wells and the degree of variation differed among three types of
instruments used; 2) variable baseline correction, in which each calibration point is
corrected separately, was more suitable than the conventional baseline correction under
a fixed condition; 3) the value of the threshold line was an important factor for

minimizing the variance of measurements.
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