V- 3v/—+h

i
H
oy
)
=
"F
N
o

A2 BZEEL

P

i
P
mf

1L 7YLy b 7o/ a9—
Heait

2. kAT AR v 7 X

5 i'AgHent
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JetClean &%) 7010B + U 7 /LPUER GC/IMS
IC& DIEREN ORI T IEREREPHE PCB
DEEDNTBLUNR Y — = > 79

JetClean /L7 7 1) —=> 7' 4 # »iR(JetClean) % ¥4 & L 7= Agilent 7010B + U 7/
JLIUER GC/MS(GC/MSIMS) %A L T, BEEEFROHME PCB D&E&EATE LT
Thermal Separation Probe (TSP)ZER L7=X 7 U —= > I HFIC DWW TR A 1TW
¥ L7z, GC #1 7 LIZ VF Rapid-MS PCB screen column 2R3 22 & T, 1%~
TIH1ZY) 13D OOFEMICTE £ L7, 5ng/mL ® KC-mix 12X % ## V) 3= LA
ELTESNIEETRMEIX0.0044 mg/kg &2 Y . #E PCB AW EITI DIC+H
BEHBRENME LN TEFE LT, £/, 05,1,2,5,10, 20, 50, 100 ng/mL D #;
FlTRRFEICLDREBMRZIEA L. FREIRD RRF O RSD |E 11%UA & BiF74
BRTL, Y 7LD MRM 2471d. SIM D47 & EERTE S A ITiE WIRIRED
Boh., TOEEMEILZ GCHRMS AT mWBERENSONE L1z, £z, TSP %fE
ALY == 7ainid, ERAMNTHE Z e RINE LT,
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PCB. Zf%. JetClean., 7010 GC/IMS/MS, TSP, m&EA M. X7 U —= 7o
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LI LC®IC

1960F M 5 1970F R E Lo ICELE S L OB S /-8 K15
LZ0HBEYROEBBEDO—IBIZIFPCBAER I N TV &
AHLNTWET, 2018F1LBICIRIBE LY., TS
T HRIBEMED D DR - FRBICOWVWTHRE TICATLEE
T BL5BMAREINE LT, ¥ PCBEZEYTH 5 hH.
BEOEEREZEY TH DN IFNIEIR b ‘ﬁ%t;i@vb%
5120, EEBEFPCBANOD=Z—XAEE->TWLET,
BEALMEEEPCBEEREEYICEET 28 mﬁa:—(%wm
NRF‘IN, B ﬂ%@ﬂt: LREHDIHEIZL > THOM
AR R FEHI DV TIE. B FEEEGC/MS(GC/HRMS),

Y 7L E & GC/MS(GC/MS/MS) v 7L E R
GC/MS(GCIQMS)x B W /- S EE X CIEELRDITE 1S
T ENKROHOLNTVET,? GCHRMSEIE, FLED X >
FFYVRBEICHD D AR MDKRE L BIEICREEDFIH
PoEEINTWET, F7-. BHRDOGC/IQMSIC L 52 H1E
EARIFPCBOMT Tld. BHERAD DEEN R ozt > T
DI BES > TIICEWTHRAKRD Z & A Z 5 AHE
MABHBEEZONE Lfco IhoDEEIS AT IS
—vav/—FTlE BREDS < GCIQMS & Rl 1
MEDGCIMSIMS % B W= iR ET 2TV E L1z, MED Y
V==V HR (KFR) #R/TETMSAFVBE D) —
ZV T LBEALRETE BletCleantt/L 77 ) —=> 7 A F
> B (JetClean)? % #£#\ L 7=Agilent 7890B GC/ 7010B + U
TIVUEMGC/IMS % (ER L £ L 72, BUY A& Id. MRMIZ &
ZEENDHE. YT Y ROEURBRITOI-HD R
* v VBEERRICITO MRM/ScanE®— FTITWWE L7z,
GCHZ LIZlE, PCBELIY > T IH 1=V 130T A 7 LT
HrTZ 5PCBE RS M A DVF Rapid-MS PCB screen
columnZzERLE LI F/-. A7 V-2V I e LT,
BERICHEAPRE LIoMBREZERLAERIIOVTD
RET L E L7, 2OREITEEHMg%Z BEGCOEFALOANE
v NI BETTONATE, RRICHONTERZBE &N
AIBETT . 2 D=0 BRI FICL BT L VR DERBEED
PCBANTIRE. HBEFOPCBREMREERRL EMEY 7
ILTOPCBEBYHIECERENBRINIHANDOR I Y —
ZV M~ OEBIEFTEET,

2. HITE &

Yo7 MR ThOMEPCBICET 2@ AE R~ =
27 221 NZHEL HGCHRMSEICL > CEEEEE
H LT\ BEEBE3ELE (Sample A, B, )% AL, MRM%
WTEHLAZTEEELRT S22 & CEEROFFMEITWL
F L7z, WMHREE MEEEPCBEEREZEYICET AT
ik 8] NELTITWE LTz, MRL-FEEES g5 7
A0 X Ry CRBERME L, BEII~AFY o O8ERICHE

BEL. ~NFHY 20 mLIC & 2E-FMEE2EITVE LT,
B-EHERE S A REELE CEER. SMLNERLF L
Too 7 U =27y TEMEIL, THEEHRFT OMEPCBICEET 5
BHAEEY =27/ 231 ICELTITLELEY ER
L7zmHBRES mLA 502 mLAaERL T, 7 U —>7 v 7R/
A 2 (Wellingtontt 2. DOMBP-MXP) % ZsiN L. IEZES )
ﬁ7wﬁ7A MEBT LI FHZTLDIY =Ty THIT
xR A 7 (Wellingtontt & DRS-STK) Z w40 L«

,;;z%m L CTEERBRA00 uL x5 £ L 7=, Fig.1{-GC/MS/MSHI

EEMUERLET, GCH— 7 &4 d. VF Rapid-MS PCB
screen column (232 T209 PCBREMEAEDRIFRHRE O T —
ANR—=Z (RTT—ZR—R) ZER L&z ERLEL
7= 717 LREIZ. PCB#209A'5.733minlla 5 £ 512V 7
vy av A LAy ¥y IRIL)TEREL £ L7 RTLERT
T—ZRN=—Z|2L->T, =7 RETICRIGFERIEBER%EH
TEHIENTEE7-H, PCBERBICEENHRVWEENLE
HEROREICOVWTHEROATEET, £/ ZDHT LT
1Y > TIH i) I3 ToMETTT 5N TEET,
MRMODE Y AA MG E, v Z a7 EH ST
PavEREL, A¥ v v#HFEIIm/z 50-5501CFRE L £ L
7=, JetClean|z IE & 7 U —= > % RFICITI E— T
FEARAL. 7V —=Zv I HRTHBHKEREIZ0.53 mL/MInl
BRELF L7, MERIL. Wellingtontt & D BP-MXP % {5
L <. 05,1,2,5,10, 20, 50, 100 ng/mLICFHAE L7zt D%
En=3THELZHEREAVTERL £ L. RERIERS
FUVEEAEIE. BCT NIz AERRE L L TRV
RRFi% (Relative Response Factorix) TITWWE L7z, 7=,
Sample A,B C# £ 'EIZ D W TSIMAOHT & 1T, MRMA T
EBRREDLEBEEITTWE LIz, A7 U—ZV 7T
Thermal Separation Probe (TSP) %1/ L T, ##: L 7=FZE
B2 mga EAA~t Yy b L, MEBEICK 2EEST%
TWE L7, BRODIERD O, EALRE260C, X7
Uy b 101 TRRAE S IZ17 mL/mIinT3 mink L £ L 7=,
3 (Fig.2) RE#R(210, 20, 50, 100 pgD4L 1T & B fExtia =
RICL-TEELFE LT

- =R 300 C Agilent 7010 + 1) Z)L

UL ULA FAF ) w LR [ é%ﬁ GCIMS

(25psi, 1min) =

A — ., :85C(1min)-40°C/min-305°C(3min) A7 R 1320°C
o ‘-_,__?5;. S mEFE  150°C

YiAA - MRM

1 2 1 Q
éé’ F Jo_gsm R 10 m
BIE : 0.1mm MiE:  0.53mm

"

| —
1S L& 1.5 mL/min (He)

Fig.1 GC/MS/MS:BITE &1



[1.02.0mg% 55 R/ VISR | MBI &b

B & 17 mL/minx3min
(RF1y bt 10:1)

& RE: 260°C

M F7ILEGCEAO~Y k|

TSP-GC/MS/MS (Rapid-MS PCB
Screen column)

TSP Adapter

Probe

~sil=== |njector Insert
(inverted)

. HSRNAT I Rl
Thermal Separation Probe (TSP) 1

Fig.2 GCIMSIMS R 7 ) — = > 793 i &t
TablellZ i . &H v FIicDWTH Y FU v FARE ESRD
SDFOEBDEEERLTWET, Sample A, B, C, DIZFz

$ETH > TY T LTH Y, Sample EIZRIBERIZ AU /-
BRETY YUV LTVET,

Tablel &Y > 7L TEREL =S

Sample A Sample B Sample C Sample D Sample E
Sampling 2N S = & 2R (RIBEH)
MRM v v v v v
GC/HRMS v v v
SIM v v v v
TSP v v v v v

3. BREER

FLEBOEETRME (MRM)

KC-mix (Kanechlor 300: Kanechlor 400: Kanechlor 500:
Kanechlor 600 = 1:1:1:1) 5 ng/mL (G2 E ©0.01 mg/kg
HH)DOTEHEY R LIS L > CTEBEES TRIE(IQL)DE
HAEITWE L7z, Table2icZ D EEMEDHE Y & L BIRMRE
RzRLET, 7THOHNEEOIEEREZcE L. IQL=10%0
ET DL, IQLIFEEREN0.220L 722 &N H2.2
ng/mLEBHINE T, sRHEEREE T130.0044 mglkg &
mB7-%, 0.5 mglkgZx¥IET AHMEPCBOZITI 2 &
NTELDICHRBRREMEOND T ENRENE LT,

Table2 5 ng/mL KC-mixiZER DY IR L oHTIC & 2 EEME
(ng/mL) OBEMHER

1 2 3 4 5 6 7 T |®#ERE| RSD

6.16 5.89 6.12 5.73 6.24 5.78 6.24 6.02 | 0.220 3.7

3-2. BER

REIRIERIZ. 2 ng/mLDBC T ~NILLIEPCB% & A 720.5,
1,2, 5,10, 20, 50, 100 ng/mL DIZ#EAETR (R IL T VB 1)
TE3EAEL THELONIEZR VW TRREETITLWE L
7o Table3l I B RERDFIIRRFE Z D %URSD%E R L 7=
HEDTY, TNTOREBIFICH LV TRRFD %RSDIZ11%LL
RICINE Y, RFARERERLE LT,

Table3 FBRERDFHRRFE %RSD

MoCB DiCB TrcB TeCB PeCB PeCB

EedLS #3 #8 #28 #52 #101 #118
FHIRRF 0.990 1.01 1.07 1.16 111 1.09
RRF® %RSD 25 2.8 3.9 6.0 5.4 6.2

HXCB HXCB HpCB OcCB NoCB DeCB

EitE #153 #138 #180 #194 #206 #209
EHIRRF 1.04 1.02 0.940 0.968 0.908 1.22
RRF® %RSD 6.4 7.4 8.2 11 5.9 7.8

3-3. EHB O (MRM & SIMDEIR M LLED)

Fig.3/20.1 ng/mL KC-mixiZ#E7% (2 ¥ |7 5 DICB$ £ U'TrCB
OMRMZ A~X 75 L% 5% £ TITRL £9, Fig4, 5%
Sample AlZH 1 2 DICBH & U'TICBDOMRM & SIMOT 1C &
STEOLNEIAT NI LEZLELEZDLDTT, MRM
TlEhFx o O — BG4 — > TPCBEMAK L — 7 AR H
INTWIZDIZX LT, SIMOITTIE~ MY 7 X0I1E%
ZIFTWBZEN DY ET, ZDZEHN D, Sample A
IZDWTIESIMO T TR OMARETH Y. mWBRE%
BOMRMAWA B TH D Z D L7, Sample
B, C, EIZ2W T HSIMOH TIEDICB, TICBIZHEWLWTH ~
T M) ROBENRSNE L, INOHDERDY
5. SIMOHT TIHEERCPCBICEWLWTTFHAREPT W
EEZLNE Lz, £7-. Sample EIZHBERI 2B WY
7Y vg GBRiE) 2 LD TY A, SIMB L UMRM
DIFOBMAICEWTHBER BROY MY 7 ROBEITRS
NEBATL, 2O EDSHBBEINDITICKITTHE
iFhEWnWeEEZONE LT,

xios TrCB
m/z 222152 m/z 258—186

* Quant transition H‘ Quant transition

8 | f
i ) I

< Il =

/|
A VA

TcB e

02_2CBs Quakdierts

P s m/z222-4151 2
“** Qualifier transition 4~

S mz258-188  fe
Qualifier transition ir':
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Fig.5 Sample AlZ % [ 2 TICBOMRME SIMZ 0= F 25 L0
e

EH > TLTIR, BELZTAF /AL B F/Z— 2 TPCB
BEMEIREHENE L/H. Sample A B, CICBWTHR Y
A—LERICEEENRV#LIIRE SN, $ICSample BT
i Z OMREIEIEE <Y £ L7=(Fig.6) ZOEMEKRITT Y/
REROEETETEERICERT D I LN TULE
¥, 8 F7-. Sample CIZH LT #2063 & 20940 H &
F L7:(Fig.6)y ZTOEMUKIF7ZOI TV REROEET
RBTEERMICERTEZ PN TVES, O 20L&
ICBEY I TIIIEERRICER T SPCBAESEN TS
AREMEN B Y RETIEINLOE—JREHAIRETT,

i R » Sample A il

! miz 2225152 i ' Sample C
i DiCB ol m/z 463.7-5393.8
A 4 NoCB
| A ..¢| A H |‘
A A48 AL I oY
W S — R o
i T «Sample C
| Sample B
! miz 2223152 e Ty
1 ' DiCB [
" r | |
{ L |7—I.. .- ~J\L AR
: Sample C BT
I m/z 2225152
T || 3 DiCB
| -

Fig.6 Sample A, B, CIZ# 17 2DICBOMRMZ A< k75 L
(f£) (BRENE#L1LERL £ T, ) BLUSample CIZH1T 5
NoCB, DeCBOMRMZ A< + 7'Z L(£)

O S

3-4.TSPICL B R ) —= v IO

PCBIZAEARRIC & 2 #Ex 1R 242 TlEMoCBI£R?=0.9938,
DICB~DeCBI|Z 2\ T ZR2=0.999. F ® R{F A BERENTS
L E L7z, TSPIZ& 2Sample B, C, D, EIC DWW TIZIREE
BEDYZ 2T IIZEL/ZGCIMSIMSOIT L AL 7 A~
55 LAESN(FiQT). ZDEEMEL T VEREEB2 L
MTEFE L7, —7F. Sample ATIEMoCB~TrCBIZD W
TlE, BEAD Y= 2 7ILIZE L 7-GCIMSIMSHIT & B
PE—onNg—vorsax b LERY, ZOEE(EIL
—EWEREAY £ L7z, NI~ MU T REDHEIC
SYUERKRLT, PCBEZAERKL-AIREMELHY FT, 2D &
SICEEEAEZL BB Y TIADHDZZ bbb L
7= LD L. BVWERBELHR->THEEY M FIZIRA B Z
ERTEDSO, R U—Zv I H9e L TIXERRRET
HBHEBONET,

Sample C
[ m/z292—222
TeCB

Sample B é;'
s 1/22925222
TeCB

‘‘‘‘‘

““““““

T i
Sample E
m/z292—222

TeCB

|||||
o

Fig.7 TSPO#TIC & » THE b 7-Sample B, C, D, EICH 1T
5TeCBOMRMZ A< k77 L

3-5. GC/IMS/MS, GC/HRMS$H L U TSP D EEED L
E‘E

Fig.8ICIRIEE D~ = 2 7 /LIZHE L 7=GCIMSIMSH T D TE
S2EZ100% & L 7-FEOGC/HRMSHE L UTSPR 7 1) —=
VT OENE(%)ERL £9, GC/HRMSDEILHITE
EHEED1100EE T 5 Sample ATIF42.6% T L 7=

. HEEZED0.5 mg/kgHEnEE TdH %Sample B, CT
1375.0%, 126% & B —HLERI1SoNnFE L, 2
ML, GCIMSIMSHM A EEAMEPCBANTICH LT
GC/HRMS & Rk EFEMZFO>Z e L TWET, X
7o TSPOMTICEWT HHIEEEDO0.5 mg/kgfTins L O
ZNULEDRETH %Sample B, C, DIC DL T89.9~
125% £ mWEBEAB ONE Lz, 2D &n b, TSPIC
BRIV —Z VIR ERMTHD ZENREINE LT



Relative Value of Total PCB concentration
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Ratio of concnetration (%)

Sample A Sample B Sample C SampleD SampleE
0.047 mg/kg 0.12mg/kg 0.48 mg/kg 1.8 mg/kg 0.040 mg/kg

® GC/HRMS GC/MS/MS @ TSP Screening

Fig.8 GC/MS/MSHH7 (1 S{EH100% & L7-BD
GC/HRMS$ £ UTSPMEMH%E%E(%)

3-6. ©EM

Fig.9ld. MEBOREEE TH 0.5 ng/ImMLOIZAER % >
27 L3 EIFR (201938 128) (S8IE L 7=MRM 7
A~ b7 27 L8, 112B%D2019F782B ICEEY ~ 7L
3B LR Y > 31 % BIERICAIE L 7=MRM 7 O
Y hSTLERELEZbOTY, ZO112HMIC. GCEA
HnZ A f*?ﬁ’q EAFVIBEERRIFIToTWERAD, 112
AEOEEICAWEN Sy Iy aviisifd e — 7 mEE
v #Ewﬁi’;}so.g% (36.4~64.6%) ZHFFCTE %
L7

DICB(#8)

MoCB(#3)

TICB(#28) TeCB(#52) PeCB (#101, 118)

Mar 12, 2019

Jul 2, 2019

HxCB(#153,13 HpCB(#‘IBO OCCB(#194 NDCB(#ZDB DeCB (#209)

Fig.9 1t EIFEF(2019FE3812H)% LK 20195 7H2H D05
ng/mLIZERDOMRM Y A< 75 L DL

Mar 12,2019 | .

Jul 2,2019

4. Fe& ¥

- BHE N/ ES TIRIEIZ0.0044 mglkg & 7 1) . 0.5 mglkgh®
YIFEETH D BEFRMEPCBON AT D DIC+H7RiEHHEE
rEonE L7,

-1, 2,5, 10, 20, 50, 100 ng/mLO & F TRRFEIC & 2 1R EHR
ZIERR L. RIFBRERENSBoNE LT,

- ZBEOEY VT ILIZEWNT, MRMOHFIESIME LB L T,
BoMICEVEIRMZR L, PCBOEIRA DRIRA ST I
RBETHD I EDRENE LT,

- ¥ TEEEEDO0.5 mg/kgfHENEETH DY 7S ILTlE
GCIMSIMSH#TIC & 2 E2{EIXGC/HRMS & & WEEAE S
nx L7,

“TSPERWLERA Y —Z v I DMICk 2 EEMEIX. HITEE
EED0.5 mgkgfHEB LUV ZNULDEETH B Y > T
2WT, BEDGC/MS/MSHTdD89.9~125% & 7). EA
HhFETHDE I ENARENE LT

- BEY Y 7338 L R Y > T L3I0 BIERISEIE L
T-REBORIEEE TH 0.5 ng/mMLIZERDEZPCBEMA L
— 7 EEEIL. BERD36.4~64.6% 0 5NFE L7,

5. Z2E X

DEREA . RVIBRIE 7 s ZLEBEEOFHEIC O T(2018
F11828H)
https://www.env.go.jp/recycle/poly/confs/tekisei/26pcb/ref04.p
df
2Q)IREAE. KEEPC
(2017%4R)
http://www.env.go.jp/recycle/poly/manual/lc_mathod_v3rev.pdf
3) Takakuwa H. et al., Dioxin 2017 Abstract (2017), Thermal
desorption GC/MS analysis method for PCBs in organic
pigments 2
4) JL¥ b -T2/ BaY— Agilent JetClean: GC/IMS A #
VIR®D Insitu 7Y —=vsEarvF 43>y 5991-
7254JAIP  (201648A)
5)EIEE. B mTOMEPCBICET 2MBRTEEY =TI
(8534R) (20115F58)
http://www.env.go.jp/recycle/poly/manual/teinoudo_ver3.pdf
6) Anezaki K., Nakano T., Environ Sci Pollut Res (2014) 21:998-
1009

CBEEREWICET 2AEHE(EB3R)



https://www.env.go.jp/recycle/poly/confs/tekisei/26pcb/ref04.pdf
https://www.env.go.jp/recycle/poly/confs/tekisei/26pcb/ref04.pdf
http://www.env.go.jp/recycle/poly/manual/lc_mathod_v3rev.pdf
http://www.env.go.jp/recycle/poly/manual/teinoudo_ver3.pdf
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