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4. BOWHEOSHE. BRRREICOWERAREAYEOI A Y MENTIh TV SESE
NHLDTHEINIZ,

5. ABMEBICEOLTHVL SR TWSSHFBEZREADD bl BmBERT HDITOWN
T, BUE RGN RS > RPUEATHAL TS EDTHY. &
BEFEERABIIEVWTEORGROHAELHEET I EEEKRT S DTN,

6. AHEBICLHEY B BETRER AT AT AMKFOH %
BTEBLTOALENEREL LR ERFARJIMEAT SRRSO LD
TH B0, Hx DILEWHII ONWTUXANEIRRTRTVEEHIFSC
EETRERINI,



I. AH. EREXXEHCFHRICET 500

BEEs $ R M E A KB BR En  emE  (Dore )
AL oy ¥r O O 1
RAF LV O O
1 —AFrzF=A_rPr O O ®203
2, A—YYuavr=xzy O O ©®204

(=T & +T7 v 7ERVCEAME (SPME) ¥ 2 FikiEH)

RER Hfke=n o O 19
(~y FRAR=RBER NNV & N T v TED 2 FEER)

AT 2 —FoEFoiy O O 42
1—Zuanrxy o O
3, 4—Vruug—1—-75 O O

KR p —tert—7FN7x /) —)b O O 58 @199 @205
=7z )—I o O D199 @206
6 —tert—7FNL—2, 4—FL /) —) O x @199 @207

LR 4, 4> —V7uEET7z= O O O 78

KK FrSF 7= VAR O O O 113 @201 @208

gk R_RyFYRY bV o O 128
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740 v B v BN CAV

- AFrxxF =X B

Bﬁ%%g%ﬂdﬂﬁﬁﬁl

HC=CH g

AF L

HgzC-—

2, 4-

C=CHo

LR T 4 AR B SRR

o wmu bz

©E ©T

2,4-Y 7 vuwm b

smuXrE¥ AF L v -2 FlxFonRy ¥y
(a-AFNVAFL V)

KZE

BB Hf Jona'vEYy AFLY 1-AFNIFoNAVEY | 24-Y7900kMVIY

S 112.56 104.16 118.19 161.03

B °C -45.6 -30.63 -23.21 -135

A °C 132(760torr) 145.2(760tor) 165.4(760torr) 196.5(760torr)

logPow 2.65 2.95 3.36 4.21

KBRE mg/L 420(20°C) - 286(25°C) 84(20°C) 16(20°C)

RRE mmHg 11.75(25°C) 6.056(25°C) 2.50(25)

EER b 26765 2031272 25000 700
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s OB OB
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BESF (L¥HEREAEARRER] XL,

T3,
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(REREH

B E2p 1M Z,

R—TE

AEbmlE Y T EY,
WEAL,

% L, GC/MS(SIM) THIET 5,

(EERED

[ 2R D %]
RELFALEOREKSEE AL,

[ErmoRKN]

sE2gh 7 T R
HRlk20mlE An3omIBBEZAE L,
OREEKRELERBICHET D,

L,
50m1iZ
(E3)

/\"—'t/évﬂ._éo

FEEk200ml & ERADL,
ART v 7T 5,

AKERXEERBICBET S,
SPME (Solid Phase Micro-Extraction)iE CHHIEFNE TH 5,

(&E2)

AEZITO,

A E IR MBERE, RPN

NI EEHE L L TO0.25ug/uldp-7 0 E 7 /4 BN
Z N % Tenax® I

[RBORLBEROHAR] CRRCBRIEZT .
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(B &R IERR A E R

AFVLZOWTHE, lpg/wldEB%Elnlz Y, 7 F 2 CTEMIZIOONIE L10gg/nld 45,
OB EITL, 000mghk HRE LT, 7 M VICHEMLUEMRICI00nIE L, 10,000z g/nle T3, —h
Z7ERCTHERL, W0pg/mle %, ThbDEEREDI~10lE BEREMIZERY, 7+ ko
Tl0mliC ERT %,

(AR #E R )

lng/wlDp-7 B ET7NA R B U EREImlE LY, T CERICIOOnlIE L, 10y g/nl
DAFBEEDERIKL TS, COFRBEEZTEFNTHERL, 0.5 0 g/nlONBEEK L RAES 5,

[#Z£]

(1)Purge & Trapd it
ff FI B FE : Tekmar LSC-2000
W% % % :Tenax (7E4)
Standby:38°C
Purge:4min
Dry Purge:4min
Desorb:6min at 180°C
Bake:8min at 230C
Cryo Cooldown:Not (75)
Transfer Line:0.53um

(2) GC/MS& 14
fif FH#SFE :MS AUTOMASS 50
GC HP 58901
AT 5 :VOCOL 0.25mmX30m, BEI1L.5un
AT AR E 40°C (Imin) — 10°C/min— 220°C (1min)
XY U T HA:~NY T L
A —7x— RABE:250C A4 F IRIRE :220°C
AF ALEBE TV A F AL BEHK :300u A

FoFd—-EHEH:n/z Fuua¥ 112 (EE) ,114 (%R
AF Vv 104 (&) ,102 (#R)
2,4—Y7unwuw h 125 (FE) ,160 (%K)

1= 2AFRNZTF= AR ¥r 118 (E&) ,117 (R
p-TuETAFBRRN P 17 4

(B 2 #R)
FRKmUCEER 2y IB X OATEER 2, 12 M A=Y 8, GC/MSIZEA L, EHEYE L
NHMBREDHOY -7 BRI OBREREIERT 5,
(E #]
AESnLIC AR ER 2 1% M2 =V S ¥, GC/MSL_IE]\L/ /BohlkrZu< b 7500~
JHEBEELANBEERBEOC - JEEOL S RERIC X BEELZRD D,
A
FFEME (peg/ml, peg/e) =HHE (g X -

HEE (nl, g




(MHEBRARCEZBRR) EAHOFECESRHBRARCEERRAZ TR T, (16)

smaX¥

HE & % tH FR 5 EERA
K e 5m ] 0.0105ug /1 0.0350ug/1
EZHRE 2 g 1.11ug/ kg —
2AF L
HEE i H R S E &R A
KE R E 5m 1 0.0097pg/1 0.0326ug. 1
EZHE 2 g 1.02ug/ kg —
1-2AF x5 R ¥
HE&E % HH IR 5 E 8RR
KE#H ok 5m I 0.0104pug/1 0.0348ug 1
&g ok 2 g 1.25ug/kg —

2,4-Y 7 ou krpx

HE & R H R R E &R R
kg ok 5m 1 0.0087ug/1 0.0291pug/1
EZHRE 2 g 1.76ug/ kg -
AIE - HE

[HE]

zuouoXrEr  MEME HERRK

AF Ly MAME EEHEABRGOR ilug/ul

L=AFNZTFT 2N REBY (a-AFARFLY) : FEHE HEER

24—V umu by MAEME RESHK

P-7RETANFUNE Y FAME  Ing/ml

TN BEBRBEMNER

FERK - Milli-Q SPEMIKZEE (Millipore®) THB L7 b O %500mlK B L, 45 %50nli
EHLEESZGHLERT S

A

[#A]
Smly ) oY, 10l ) oy
500ml>7 7 R =, Hieff50nlx ) &
ABAA
INHDOAT ABET, BYUAKTCHLHLGEERERT S,

pEs 4
(DHEEFOHRZEIRFLUOHEEC—2%280 0008550 THERL R,
RTELT, 24 7N %ERALEARBENRERBVE, AF ) —AOHIZAFLLOHEY
— 7B LLORBLHOT, BEKTSTFAHZLELE,
QAT L FIRHREKTIBERELLT VO T, BBBRECHIZCC/MSBEZT S,
(4) % & B 1L Tenax D ML {ZBTEXTRAPT & L W,
GCBREBEEM VLI TAZT T4 — DR EToEHEE, HBHNEBRAD /ooy Pt FL
O — I BRN BT D,
O)REHBAROCEERAT TRHBRROED HFIZ2WT) (ERIESA298) I v EHLE,

_..3_



/AR I v R
K g E &
REEE (Lg/1) 0.020 0.040 0.060 i H TR HE E B (1 g/ke) 5.0
It & E (X) 0.0270 0.0411 0.0608 HEEE (ueg/kg) 5.0
EERZE (o) 0.0016 0.0026 0.0029 4y BT iE (X) 3.06
R H 57 (Dn) 0.0019 0.0040 0.0045 = %R Z (Sc) 0. 355
B H BB & (Dx3) 0.0105 O BR R (L) 1.11
E &R R (Dx10) 0.0350 95%1E #8 X M 0.71-2.45
T 1R 53 8 (Fd) 3.16
AF L :
_ K B K g
REEE (ng/l) 0.020 0.040 0.060 BHMBRMEEME (¢t g/kg) 5.0
IS & E (X) 0.0284 0.0416 0.0592 HEBE (1 g/ke) 5.0
R (o) 0.0009 0.0014 0.0040 7 #E (X) 2.93
¥ tH 77 (Dn) 0.0010 0.0021 0.0065 2 %R = (Sc) 0.325
R H BB A (Dx3) 0.0097 Bt IR 5 (DL) 1. 02
E &R R (Dx10) 0.0326 95%1E & X [ 0.65-2.24
AR 53 # (Fd) 17.4
1-AFnnxTFo R B
i K & K g
KEEE (pg/l1) 0.020 0.040 0.060 B FR A HE E B (1 g/kg) 5.0
it % fE (XD 0.0247 0.0410 0.0631 HEHEE (pg/ke) 5.0
EHERFEE (o) 0.0022 0.0009 0.0040 4y ¥ fE (X) 3.01
¥t /1 (Dn) 0.0028 0.0014 0.0061 ¥R Z (Sc) 0.400
R A (Dx3) 0.0104 *ﬁtﬂﬁ&ﬁ(m) 1.25
E &R R (Dx10) 0.0348 95%1= #E X [ 0.80-2.76
TR 7 8 (Fd) 19.4
2,4-Y 7 vwu fLx v
_ XK B E B
HEEE (pg/l)  0.020 0.040 0.060 B HBR FHEE B (1 g/ke) 5.0
IS E (X 0.0236 0.0408 0.0649 AEBRE (1 g/ke) 5.0
EHEREZ (o) 0.0009 0.0013 0.0036 2 B (X) 4. 86
¥ H 5 (Dn) 0.0012 0.0021 0.0053 %R ZE (Sc) 0.561
R HRR 5 (Dx3) 0.0087 % H FR 5+ (DL) 1.76
EEIB R (Dx10) 0.0291 95%1E ¥ X R 1.12-3.87
AR 43 8 (Fd) 14.2
§ 2 & B
[ 4347 i)
(e —F%—F)
R EFED
B 5ml R— A A GC/MS
PN A Tenax 17474 h AR L
(EEAED
#HE 2g MAZE —— UT, KEREB LRZFCHH
& 200ml 2 FHik20ml
BH  30ml
[ S ED R
1. BREHK
*ﬁiﬁ@ 15 -’2@1 ‘-_/ﬁ:\‘ﬁ_o
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0 04 08 1Lz 18 2 0 o 1z 16 2
BREL RE L
4xl 3xl
I-AF Ny ¥ )5 2,4-Vuou ppxy
3- L '
1 q ]
HE 2 HE 1.5-
I = |
1 f
0.5-
0 x1
0 0.4 08 1.2 1.6 2 o3 04 08 12 16 3l
R L =L
M1 H%REH

2. AMOHEME - il koK

CABERBIZBVLT, chb4WERRERMEE (~%Y% ), EMEME (PS-2, ENVI-CARB) 72 &
DFETHBTETH S, LirL, BAaIRLEIIR, HEESABVLEDIS, HMHBELZIT- T
L, R RETARCERTABRANS D, TOLD, R—V&FT vy T LSPMETRF ZTV
K=V & FNF v FTRETHILICLE, BB, HRBISPMEORFEHKREZT L,

120

100 |
3 80 |
AN B/OnAvtE Y
gt 60 1 8 AFLY
& 40 | O1-AFMIFIAAVE Y

B2,4-nnhviy
20
o LISED : .
100—5 100—1 10—5 101 EXHE

X 2 mm@%(HM~Vﬂ,%@%E%mzt«%%ymMMﬁmmn—au—IN%V—5
TRBLIEZ L ERT)

CEBIoVWTHE, BEEETY, R—Y& LTy FTHILE L, K3, # B 7k 250m 11 4=
R LBRMUCEEZ 2TV, HHK2mIZEOERRERLIEZLDOTH D, B ¥ 20nl T i
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EETT2, REWBMERS THLAFLUSNERLTLEIBAR D 20T, 30l THKE
ERTTHZEELTE,

Brou~xy ¥y
BxFL

OI-AFALTT = LRHE

BN R/ %
(%]
(o]

@24/ an Ty

FRACTION

K3 ZAEELXEWNIROBME (20m1Z &)
3. BEEEGNEIREABRESR
KREFES. onl, EEAE2. 0giCBEREZBMUL, KOWIELCHE->TIT > = RMEIUNEE O KR
 FTEleRd,

rurua Ry

R HE R NE (ueg) =] # EEXC) C.V. (%)
% 8l k 5.0ml 0.0001 4 135 6.0
5.0ml 0.0002 4 102 6.3
5.0ml 0. 0003 4 101 4.7
71 7k 5.0ml 0. 0004 3 99 9.4
g 7k 5.0ml 0. 0004 3 97 4.5
g 2.0g 0.0100 7 61 11. 6
AF L
= E EXSE W& (ug) [=] £ B E (%) C.V. (%)
5 3ok 5.0ml 0.0001 4 142 3.4
5.0ml 0.0002 4 104 3.4
5.0ml 0. 0003 4 98 6.8
SCIII 5.0ml 0. 0004 3 89 5.4
17K 5.0ml 0. 0004 3 89 3.1
EE 2.0g 0.0100 7 58 11.0
I-AFnnxF=pnp X ¥
R B HEE wE (ug) B Bl E (%) C.V. (%)
7 8ok 5. 0ml 0.0001 4 123 9.0
5.0ml 0.0002 4 104 2.2
5.0ml 0.0003 4 105 6.4
1 7k 5.0ml 0. 0004 3 83 10.0
#E 7k 5.0ml 0.0004 3 93 4.7
ik 2.0g 0.0100 7 60 13.3
2,4-Y 7w bjrx v
S H A& INE (ug) = $ BN E (%) C.V. (%)
F 8 oK 5. 0ml 0.0001 4 118 4.0
5.0ml 0. 0002 4 102 3.3
5.0ml 0.0003 4 108 5.5
w1 7k 5.0ml 0. 0004 3 95 4.4
#E K 5.0ml 0.0004 3 97 10.5
Eg 2.0g 0.0100 7 97 11.5

4. MR Y —= 0 JTHEBRER
BEXZTALEN0g/l, ~FF HHE, GC/MSEIE L,



Juuy¥Y AF L

50 M 5H
pH | 18mm - — pH | 1K _ —
ST LS CUwERr | #E
5 90 6 9 — 5 8 9 71 —
7 95 6 9 75 . 7 9 3 6 8 7 4
9 9 3 8 4 — 9 91 8 5 —
-2 FnxzrF=Xr¥ 2,4-Y 7 vau bprxT v
5A M 50
> H | 1 KR 2 _ H | 15 - _
! W | B P "TwEw | W
5 8 6 70 — 5 8 7 71 -
7 90 6 7 6 9 7 8 9 6 9 75
9 91 8 3 — 9 9 2 8 7 —

5. SAAXNI M RVEEHKORE
AMBE DO ZAANNY M EFRAC R T,

_ 8 104
51
20 40 60 80 100120140160180200 20 40 60 80 100120140160180200
ooy ¥ A F Ly
10378 125
] 78 ] 89
51 | 63 160
99
20 40 60 80 100120140160180200 20 40 60 80 100120140160180200
1-AFnxFo Ry ¥y 2,4-Pvup bz

X4 BHEPHEOTAANT MY
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v VT LERT,

FAFANTTF ARV PUEPEDOEE I RBERERLZA-B-AF TR B L PT Y
Z-B-AFARVELUROVWTHEMLTBMELE, 2022 1-2FrzFopXrEr~
AZARYT FIDBEBEFRNRD,

2.4-Y7 v R IDWTH, 2,5-, 2,6-, 3,4-, 2,3-Y7mu bz bEMLTRE
L, chbiREe—ZBRAEAEVLDObH D, SRR PARVWTRAL2,4-Y7r0H FLT Y

_.7._.



ZE<ETwn 3

TIC A
~ p-FoEIAtavidy
174 A 174
— WHBIMY,
‘104 A s 104
T Y A-B-AFAAFLY
~——FFUR-B-AFNAFLY

‘118 A 118
1Az vt — L-Yymatrxy
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SPMEIC X % Al &
§1 & #H i

[HEoRTOBER NHE]

(REFEB) ABamlz A T7rEericdty, NEEEYEL LT2.5ug/uldp-7uE 7441
NV B4u lB LI OREY ) U ASgZEMLT ALK EAFEARNERL, FTTEVERELST S,

KIZL0pnRY V2AF AL X P UBSPMETY 7 4 NR—% XA T L E VICELAKR, BHET 7 A8
—ENY FAR—ZAWIZEHEIE, 24— —TRBAIEZRVEECER LRS00 M =R
THEMEEZTY. MAUHE, HEONITG/MSIZEAT S, (E1)

(EEHRE) S—VebT v FHELABICEKZEL, KEHE L FABFICSPMETH ET 5,

[ZHBROFR)
ABMEACEOBRAEL ALY, [HHOAMLEROHE] LEBICRELTS.

(FEROFR]

(REBRIERAEER) =D Ty FELRBICERT 5.

(AHMEER) lng/nlDp-7 2T T7ANFu_ B U BBAETE R CHRLUT2. 50 g/nl 0 4= %5
REFHEST S,

[ 8 2]
GC/MSZ: 1tk
s FA M FE :MS  AUTOMASS 50
GC HP 58901
BHA T A:VOCOL 0.25mmX30m, EE1.5un
BT HIRE :40°C (2min) — 10°C/min—220°C (1min)
¥ UTHR:~U 7 A
EADIRE:250C
EAFE:ZFY v P LR (2531 /—)
AV F—~7x— REFE:250C A F PRIEFE :220°C
AFACBEE TOV A F AL B 300 A

o ~BEHn/z Jar ¥ 112 (FE) ,114 (FHR)
AF L 104 (EE) ,102 (R
24— mwm bz 125 (EE) ,160 (R

1= AFRTF=oAREL 118 (EE) ,117 (BR)
p-7RETAFTRP 174

(R &M

BRI KAn IS E A 1, NEIB%ER4 L 1B X OUREED U ¥ £ 5g% M0 % SPMES H 7%, GC/MSIZ ¥
AL, BEDEL:NHIEEREOY - 7 EREALEIPOREREIERT 5.,

(E #)

R KA TIEEDEERERA 1B X BRI Y U 7 Ab5g% hl X SPMEHE i %, GC/MSIZEAL,
Bohicor/u~v 7 7LD -V EBLENBEEYEOY -V EBOKPORERICL Y EEH
R D,

(3t &)

. 1

FHEME (vg/wl, peg/g) =HRHE (pg X RHE ol o)

(MUEHRAROCEERA) EHOWBECESIRUEBARCEERRY TRICRT, (E2)
A" 1= AN L

Rk & R R EERR
7K o 4m 1 0.268ug /1 0.893ug/1
EE®E 2 g 1.78ug/ kg -




A F L

HE & e Hi BR 5 EERR
KE B 4m 1 0.157ung/1 0.525ug/1
JE & Ok 2 g 1.62ug/ kg -
1-AFNZF 2 R P
HEt & R BR 5~ E R R
KB FE 4m 1 0.236u¢g/1 0.788ug//1
&g H 2 g 1.17ng/ kg —
2,4-Y 7 uwwu pprx
Hop & 1 BR A EERR
KB R 4 m 1 0.363ug/1 1.21pug/1
B A 2 g 0.697ug/ kg —
HIE - A
[3]
RER TV 7 A 2 600°C T 5B R L b A0 244 38
(32 A ]
SPMEZ 7 A /X— 1 100pwR Y P AF a4 > (F3)
SPMER Vv & —
NRAT Yy : Tnl, ¥ 7% A
AF =T =, RET

ik E, FRLLIZ

(D EANE,

7 vana ¥ (SPME)

200RBEFEAQWCH LEEFIIZLTEL &,
QOBRHBRAERCEERAIT THREHBRRDEDHIZSW T

NR—V&FT v 7 LA—DbOEER (5ulv ) VP2 KR<)

T #

WDOFF~Da L ZINLnns,
(ERE3ESHA29R) ICE v EHL &,

K B KE &
HEBE (pneg/l) 0.50 1.00 2.00 R BR AR HE E i (ke g/ke) 5.0
i & fE (XD 0.542 1.010 2.006 HEBE (ueg/ke) 5.0
BEERZE (0) 0.037 0.053  0.082 7 BT iE (X) 2.79
& H /1 (Dn) 0.054 0.083 0.130 IZ % {F = (Sc) 0.569
BB R (Dx3) 0.268 B H R A (L) 1.78
ERERF (Dx10) 0.893 95%15 #8 X B 1.14-3.93
TR & 8 (Fd) 4.91
2 F 1 > (SPME)

K B K H
HEBE (1g/l) 0.50 1.00 2.00 MR R EME (1 g/ke) 5.0
IS & E (X) 0.513  0.982 1.931 HEERE (1 g/kg) 5.0
EERZE (o) 0.047  0.009  0.042 43 BT IE (X) 2.86
¥ 71 (Dn) 0.073  0.015  0.069 E¥FE (Sc) 0.517
R R (Dx3) 0.157 BH R R (DL) 1.62
E'R A (Dx10) 0.525 95%15 8 X 1.03-3.57
TR 77 #% (Fd) 27.2
1-AF x5 =,1X¥ . (SPME)
_ X B E &
AEHRE (g/1)  0.50 1.00 2.00 TR R EME (1 g/kg) 5.0
o E R (X) 0.501 1.061 2.125 HELBRE (1 g/ke) 5.0
BEERZE (o) 0.031 0.031 0.094 25 HEE (X) 2.79
5 (Dn) 0.049  0.047  0.140 FZ #F %= (Sc) 0.374
R SR (Dx3) 0.236 R (DL) 1.17
E R A (Dx10) 0.788 95%15 %8 X [ 0.75-2.58
1R 5 # (Fd) 9.19




wER (SPHE)

X9

2,4-2 7 w1 k )Lz L (SPME)
K OH E H
HEEE (kg/l)  0.50 1.00 2.00 R R EME (ug/ke) 5.0
I & E (X) 0.463 1.096  2.162 HEHRE (1 g/ke) 5.0
EHERFZE (o) 0.053 0.079 0.108 4y B4l (X) 3.74
WH /5 (Dn) 0.090 0.114 0.158 AR = (Sc) 0.222
BRHMRRA (Dx3) 0.363 BRHBR R (DL 0.697
EERR (Dx10) 1.211 95%1E #H X [ 0.44-1.53
MR 47 # (Fd) 4. 15
HEBICSANY P LAEHRUAEAOT20CIBL—-Y 7 %2179
§2 @& #
[HriE]
(7o —-F % - 1)
(kB R E
#AE 4ml SPMEHH H GC/MS
PR A 104y [
RERA Y YL 5g
(EE & E)
HE 2¢ HAE — LUT, KERELRKICOW
A 200ml Z HHRk20ml
Bt 30ml
(SHFIEDRE)
1. RER
BERO—FZ2XITRT,
4 X 6“
J yooRyEY 1 AFLY
4_
N R
m 24 uE 3
I S
14 -
L R B SR R S I A A
REL REL
XL } ol
s 1-AFLITTZN Mg e
o RUHEY o Li-¥ooa
R o x>
ﬁg 3 ﬂ 5
', 1= 4]
7 (=R
1 2- 3
L S N S S m— o)
0 - e o 1T 3 3 1T ™
‘ B




2. SPME7 7 A N —@EEM () ORF

100 nEY PAF L XH L (PMS) OMIC8un®Y 727V L—F (PA) , 65u mCarbowax
o=y Py (DVB) , 65pnKY PAFAYRXF L VU AN R S THAEAET
H D,

Mol nbD7 7 A3—2100pmR Y SAFAUXFF LD - EREREERLERETT,
#1265 u mCabowax,/ Y E = XU ¥ 65 TRAFLYERY LY VAR E U, K
@%ﬁ%ﬁ@ﬁuuxyﬁy,x%vyﬁimm%%@%E@w7U%7wwu&yﬁy@@w
RymbI®Ed,

—.—suuRrEy

E=
%‘ 3.00 A\ | —— XF L
2.00 = 1-AF LT Z AR
—e2,4-V7uu Ly
1. 00 BT
0. 00 *
100um 85um PA 65um 65um
PDMS Carbowax/ PDMS /DVB

DVB
K10 SPHETZ 7 A N\—EEM (HHE) OKRT

3. SPMEfHH @R FT
EHKWM%ﬁ®ﬁ%%%%%¢Dﬁﬂﬂ47whﬁ@ﬁU?A%Miﬁw%é,%mwﬂwﬁ
% 5ml, BE DU AR 4glRN LA &5 g/l % 4nlhl X 4057 SPMEH H % 1T o 72
BHICEEL, REBIVTLEMZARP2TERD ¥r— @ kRbE, ~y FAXR—RAT,
REETY) T AEMZTEZLODOFRRN2~THERESZ2 T,
it,ﬁmTFUVA(ﬁﬂ%)%Mif%ﬁ@ﬁvWA@ﬁﬁE—&ﬁﬁﬁﬁ%#oh

8 -
7
6
5 .
Y
g BZzuo~yvo
@3 L BAFL
Ol-AFNET = AR B
2 H2,4-Y7pnn px
N
. L m
B Ay AN R BEE GREENY A~y b an -2
gh) (REEN 95)

K11 SPMED #&

4. #HEROKS
I HER102 M E kR ERT, WS TEE -ELE S,



——uu¥y
- 2AF L
N
#= 0.6 t - 1-AF )T =R
1= NG Ve
0.4 | —>—2,4-V7wun fLx
L2 |
0.2
O L L A
0 10 20 30 40
HHIEER /min

K12 mHBERoks
5. K OEESPMER H © # 5
EHEZEENATACITAR, BEKERBEIY TA2 M2, SPMEfEH % 1T - 7= 73, B 2
B 5 T,

6. ERERME ARG R
7 uu ¥ (SPME)

= H HEE %Miwy [B] % B E (%) C. V. (%)
B K 4. 0ml 0.002 4 108 6.8
4.0ml 0.004 4 101 5.2
4.0ul 0.008 4 100 4.0
SIS 4.0ml 0.004 3 97 2.4
7K 4.0ml 0.004 3 98 6.0
EZ 2.0¢g 0.010 7 55 20.4
R F L > (SPME)
= # =B & GNE (Lg [B] £ B E (%) C.V. (%)
Rk 4. 0ul 0.002 4 102 9.1
4.0nl 0.004 4 98 0.9
4. 0ml 0.008 4 96 2.1
T K 4, 0ml 0.004 3 97 1.4
HE 7k 4.0nl 0.004 3 92 5.7
Eg 2.0g 0.010 7 57 18.1
I-A F N TF =X ¥ (SPME)
= REE %M%m@ [EE- B R (%) C. V. %)
Bk 4. 0ml . 002 4 100 6.2
4. 0ml 0.004 4 106 2.9
4.0ml 0.008 4 106 4.4
7 7k 4.0ml 0.004 3 95 3.1
1 7K 4. 0ml 0.004 3 88 2.5
EB 2.0g 0.010 7 55 13.3
2,4-Y 7 v kjLx  (SPME)
# B A EE WINE (ug) 8] #& Bl E (%) C. V. (%)
R aLK 4.0ml 0.002 4 92 11.3
4.0ml 0.004 4 109 7.2
4.0ml 0.008 4 108 4.9
711 7k 4.0ml 0.004 3 93 3.4
1E 7K 4.0ml 0.004 3 85 3.4
g 2.0g 0.010 7 74 5.9
7. vAxAJu<s kST A
MBILBREGROv A7 < 75, HUACBERBO~YX I 0~ 25 A% R4,



TIC

174

112

104

118

125

R.T--> 10:00 11 00 12: 00 13 00 14 00 15: 00 16: 00 17:00 18:00 19:

—p-JoEIJNFaRVEY

—AFL Y

1-AF T F R H e

L,4-C>oookrxy—

K13 #FH#ERO~ZX7u< k2”5 A (SPME)

MMk (|Em)

ALK (4ngiFEom)

Bk (BEM) M\—/\/\

MK CdngiEm)

EH (®&Em)

b

ER (10ngEm)

et

T LR A A RS RERRASRRR S S na0 s s na s B e R
T T T AAAAARS RAARR AR SRS RaLa LR RS

174

112

104

118

T T
RT--> 10:00 11:00 12:00 13:00 14: 00 15 00 16 00 17:00 18:00 19:00

K14 BEHEBORXRZuo< ks 5 A (SPME)



[ 3F 4 1

KT & Ty P, SPHEEWVWTRONHIEL L ->TH, BEFRIFET LI 7oy,
2F LY, "AFATFoARYPY, 2,4-Y27 008 FLT U Eppb b NV THRIET D 2 & 28 A RE
<H D,

(ot st o E & FIED

(KEFE)

FERLTCHSEEL, BRI EEYIAEY (DO YREH#E) KHABZRRL, ~y FX
N—ZABRELRVEIIICLAREL TEMNT D,

(EEHEE)

T RLTCHSHEEL, BRI EEATAECCCRBEAR, FIATAATHALILKRET
ME L CTEANT D,

&
AR AEMAFRRERFR
/NH, BEE
Tel 011-841-95986
Fax 011-841~-70T73
BF A —J KGF03657@niftyserve.or.jp



¥ g 4 SEETE —F ¢ — b 1 z
=D& Ty T GC/MS—SIM
OREFED
VA== #7152 : VOCOL
#=HEF bml IR— A BT L& 30m
AF L 77 288 1 0.25mm
N R %E Tenax B OE:1.5um
I-AF LT F =)V
NPy PR HIBR S
GC/MS
2,4-Y7nu R=V& Ty T
kLz PIAE7 1 ATR L VA= =RV
K& :0.0105 1 g/1
(EE K JEE:1. 11 g/ke
AF L
AEh 2 HA&R®E —LUT. KEEEE R JKE:0.0097 g/l
EE:1.02ug/ks
K 200ml © F FERIK20wml I-AF LT R B
BH 30ml IKE:0.0104 1 g/1
EE:1.25 ng/kg
2,4-Y 7w by
K& :0. 0087 ug/1
SPME JEE:1.76 ng/kg
OKEED
sEh 4ul S PME GC/MS S PME
ruaXy¥
HEBERTE 1045 JKE:0.268 1 g/1
K.COs 5g EE:1.78ug/kg
AF L
(EERED KE:0.157ng/1
JEE:1.62 1 g/kg
e 2¢ HARE LT, KERBEER - AFNLZTF =R EB
KE:0.236 1 g/1
K 200ml % FERIK20ml B :1. 17 pg/kg

BH  30ml

(FLBE )

2,4-Y 7 Pzl
JKE:0.363 1 g/1
BB :0.697 1 g/kg




Chlorobenzene, Styrene, 1-Methylethenylbenzene, 2,4-Dichlorotoluene

Purge & trap method
Water samples were determined by using purge & trap/GC/MS method.
Sediment samples were distilled. The subsequent procedure was the same as water samples.

SPME(Solid Phase Micro-Extraction) method
Water samples were determined by using SPME/GC/MS method.
Sediment samples were distilled. The subsequent procedure was the same as water samples.

Name Flow chart of analytical methods Notes
Purge & trap method
Water
Chlorobenzene GC/MS-SIM
Sample 5ml * | Purge Trap
Styrene ' : Column:VOCOL
Internal standard Tenax 10.25mmIDx30mx1.5 ¢ 'm
1-Methylethenyl-
benzene Detection limit
GC/MS
2,4-Dichloro- Purge & trap
toluene Chlorobenzene
Sediment Water:0.0105 » g/l
| Sediment:1.11 u g/kg
Sample 2g Distillation —— continued on * Styrene
Water:0.0097 u g/l
Water 200ml 30ml Sediment:1.02 1 g/kg
1-Methylethenylbenzene
Water:0.0104 n g/
SPME method Sediment:125 u g/kg
Water 2.4-Dichlorotoluene
Water:0.0087 n g/l
Sample 4ml * SPME GC/MS Sediment:1.76 u g/kg
Internal standard 10min
K.:COs Sg SPME
Chlorobenzene
Sediment Water:0.268 u g/l
Sediment:1.78 1 g/kg
Sample 2g Distillation —— continued on * Styrene
Water:0.157 p g/i
Water 200ml 30ml Sediment:1.62 u g/kg

(Sapporo city)

1-Methylethenylbenzene
Water:0.236 n g/l
Sediment:1.17 u g/kg
2.4-Dichlorotoluene
Water:0.363 u g/l
Sediment:0.697 u gkg




4R 2 MR L _ HAEEA /NH, VHEF
HRIEH IK~DIEME
ILEWHE A I-AFNTFZ R oE
e s IKNOBKALFEWE DBERENE (SHHERABE<=27I)V) Itk b btk
bk = 84.6 mg/1 (20°C)
U [E %1 3
FIAMETERORERE (a-AFIVAFL ) BBEFEHL H3z C—C=CHo
1o
bl ks ZG 3
Ay Ko Hir L-6000
Kiliss Hir ey — 638%
AL IE. 23
715 I : Mightysil RP-18 150-4. 6(5u«m)
15 LEE :40°C

B : 80%A %/ — b
#3E : Iml/min
HERE : 210nm

PR D BEE

AR O B T RYE Inl AR KILE AN, 602MIRE 5%, 20°CT48HE %
B U7co 3000rpnT1043 MaE 0o Bk ek, SABER DK (FE) 5u12HPLCRTHHT LT,

BERKEOFAR
EEMELE7E b IR L, 108100 ug/nlOBRHERARE LI,

BEER (ng/1)

B SE B3 1 2 3 F ol | RREEE

Yy 86.0 83.3 84.5 84.6 1. 35
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L A N Y = A HYEL /N, TEEF

HREA TR~ DI RERE

{LZEWHE 2 2.4- g bixy

5 ik KA DBAACENE DEMENE GHIEMR <=2 7)1k BHk
SRS R 16.8 mg/1 (20°C)
D PATIE 3
E¥ H A CH 3
RIEAUE TR MO RERHRII% & (0 L1, cl

ilh2 S Q

S R BiL L-6000
BHigE B We=—%-— 6384
e i Cl

715 I : Mightysil RP-18 150-4. 6(5um)
A5 LEBE :40C

BEH . 8054 % ) —V

#E : Iml/min

HEHE : 210nm

WE DR

HARAT B LS HE I RYE Inl LARKIMIEAN, 607HRE 5%, 20°CTIBFIIH
i U7zo 3000rpnT104 M 0o Sk, SIS OKME (LB 5ul%HPLCE TR L 7.

REBBRORAE
REMEET 2 ICBBL, 10£100ne/mlOBHERB L

HEFRER (ng/1)

52 813K 1 2 3 o fE | RREE

JsEfE 16.5 16.8 17.0 16.8 0.25

— 204 —




R RGN FEITTERT

B i v = N

Vinyl chloride

HE 513K C:HsC 1
DT 62. 50
H-C=CH s (C) -159. 7
| i (C) -13.9
Cl ZASE (mmHg) 2662. 1
IKYAEFEPE (mg/1) 1100
log Pow 1.38
Hi& & RS B IR
APERE (t,H5) 2,288, 239

A. NYRFAR—ZR %K
§1. 45 #1 &

KEERBHIY 24— MESY Rk =1-d) ZERNE, ~v RAR—ZEFZHNT
GC/MS—S IMTERT D, EKERENIV oV — MeEERNE, A%/ —/LThHi
HL, Z2Oo—8%~y RAR—2EZH, GC/MS—S IMTERT 5,

Bl e LT, N—V& NF vy B KB OREZ BB TS,

A B &

[ ORI L OMRF]

[KERE] RBI ORI & 8K (LM ERERAERBHEIRERE) LBV
ThY, BABELIZRUOMT T R, ~y RAR—=ZFAL TR EORENNE
WA T ZABRBIATHIIAN TRV E S IZB LAN, REAELARVE D IZAK L TEeT
5, REHRIZW ESE (ANRTHME) ORETI —F—Ry 7 2AEOERBICANTELIR
D, FTRERFRV EERH (2, 3 HUKN) 25T 5,

HR D 2 VIR T, REKEBEOEESN 2 Z I X —va VY ORKIZRS
TEBEBZOLNDDT, KndhdIWIIGRBREFFIIITOLT, FAROEHED ST 5,

UEERE] =7 <o _—VSTHRRLZEER, RRENTKEIY 2470, /ha, H
B, BHMR R PEHTEIEEMESERVEOBML T, HoNCH T AMRICBE LA
NERPZELRWEYOEERT S, EREERFIIKERB LT THL N, EHRE (2,
M) DBAITHET B,

RBHE, SICBIT, RENORBOKEZET, EBHROENER--TREE L, EFE
WEEERVIIERE DB L OEKRAEICHT 5, 2B, HLOOBE S X 2Bk
T,

VIREEYTZ Y DL =L ORIEMERIHT 272012, SHTRBORIFIZ, 0K



BHREETOALSEEEZRDS, T2bL, mOLOBER EICLBRAKIIITOLRWVTZ, @
KERBTEEZIZOWT105~1 10 CT2REEEGEREL, SKEERDDZ LIZR
5

¥, RELREBET LEWHRERARHRRER] OLBVAELTRD D,

(Bt piE]

[KERE] #HkFrbrUVosl15g @EKITI1I0g) ZANEZ65ml AT AEY
(FE1) o, ABK50m1l &2EY, Bighes— MY (E{E=1-d) EHEKR6 O
pl (30ng) ZHEMULEZE, T8 RZ2LT (HE2) IKERVEES,

[EZRE] KEE2g%50ml &R LoBEEICEY, Yl —MuaW (&
fbe=1-d:) EH#HFE 2001l (100ng) ZHRMLEE, T9ER<AZ/—110m
12, 54MEE SHitlE, B2l 0o pREEFRMEZT>, Zh%, 2700rp
mT1 OGRELNEET D, A¥ /) —ABO—H (3m1) K4 7Tml EZANZ6
5ml XA T7AEY (FE1) I, HIEF RV DAL S5 g2 Mx-%, BEZLTELIE
DIRED,

[FEHE DR
ALK D A2 T2 _"A TAE % 3 5 COEEAM T, HLRVBERND, 1 BFRHK
%?60

[Ze3EHE DFR R

DKERE] BRASOm1 2HA0VT [REORIE] BLO [BREHEORRL] (2%
S>THEZ L, Boh-RBHRE ZREHE L T 5,

[EBERE] $esd—MedW (b =1-d) E K200 1 (100ng) %
AEZ)—AL10mliZMRb, ZOAZ ) —IVHEK3Im] B8K4 7Tml ZANZ65
ml RS TAE W, HbF R TA1 5 gz, %2 LTEIIRVEES,
PATF, [BRBHROFAR] 29> TR L, oAz ERBHE &5 5,

[EEHERR DR

[(RERIERAERER] HRO10 1 g/ m 1 LY = VBEFIR (=% ) — L
%) ZREEUKTHRL, 10~200n g,/ mlOBEREERT S,

[ 57— MEAYERIR]  RrNPOEE=1-&HTZX0. 55mlZHAZA b
TYLVIZEY, ALTAEYHOTF )—A1100ml (BELT, HEETTHEIL
THL) KHML, W15 g,/ ml OFEREL TS, ThEHRATHRL500n
g/ ml oV uF— MuEMEREERZ R T 5,



(AE]

[G C/MS BIEFHM]
i Ft 25 : GC HPH##H, 589 0-T1#
MS HAZTFHE, JMS—AX505WH
HFHTZ 2 : Pora PLOT Q, 25mX0. 32mm, 10um
H 5 LREE . 60C—15C,/min—>200%C (2min)
EADBRE : 180%C
AFVHERE : 2307C
Xy U¥—HRA: He, 35kPa (28cm,/ s)
HEAFE . 27U hLR O—=UF TR 14Y)
AFAbE -2 70eV
AFAEHR : 300pA
AFveVFEIE : 1. 8kV
T —AF v HEE=s m/z=62 (EEH) , 64 HERH)
Bk =/v—ds m/z=65, 67
(R EAR]

KERE) AAT7AEVRENRTRITA15g, BEASO0m &V, HFRERE
RAAEREREZ 1001 (1~20ng) BIOYrSF— MeeE®H (RLE=1-d)
WE60u1 (30ng) Mz, £ LTIIRVIEY, [REHROAR] & FRKL
BT, ~v RAR—ZPOEZRO0. 2m I EZHAZAL FV I PICEYVGC/ MS~
HEAL, EEME LYo s— MeAE or —7 mEL» DREREZIEKT 5.
(EERE) A% /—/A10m] CEBREBRIERAEEKR2001 (2~40ng)
BLOY RS — Med (e =-d) EEEE200p 1 (100ng) ZMAD,
TOWE3mM ] BREEK4 Tm ]l ZANE6 5ml S TAEVICWR, BT RT UL
15 g2Mxzt, BE LTEIIRVERES, UT, [REEOHAR] LRRIZGHELT
%, ~y RA_R—REFDNEZRO0. 2ml EZHAZL PV I VILEVGC/ MS~EAL,
EHEWE b a A — ML oY — 7 EREL» DREREERT D,

[ =]
%ﬁbtﬂ%TﬂBywmyFX&~Z%®§§O.2m1%ﬁ2&4FVUVVKl
DGC/MSA&AL,#HH—%mé%k05~7ﬁﬁmﬂ6ﬁ%ﬁmiDE%¢6O

[ggikng/ml,ng/g)Zﬁm&(ng)/ﬁﬂi(ml,g)
[RHB R L OEERA

A (~Ny RR—RE) ESRHRAR I OEERMZ TRy (H3) o
EV = S AR W PR TE B[R

K B 50ml 0. 011ug/1 0. 036ug/ 1

K B 2g 1. 7pg/k g-dry




FL: =
[RI]
Hibe=NE/)~v—EEK (10 g/ ml, =F /) —VEEiK) : (BE#LE)
Wik =1-d: (CIL#)
AZ ) =)V, TF ) —: FREBEIKABRH
HBAEFT PY UL REESR (BXFT600°C, 2 4FFRME)
FEUK : BEKEBEEN 2 /3BRECRDIETHEIBL, FORBEBA L (KA
BRDODIBEREST2®, BHRETBTALET S ZAEERY i35
%) 1&, AT D, TEROVOCHITRERKE BWD & &1L, ke = AnRH
SINRNWZ LR T D,

[33E]
NATAEY :2B65ml (150°CT3EERELL Y
fEIRA, KE D8, BTREEL, EOOBS

T R

(1) ZBREBOBRRBZASNLATAEVEZERAND L XL, 2OREBICSDETCREE L AKX
ERRT 5,

(2) HYuF—MMedW it =/1-d) ITEH LTV EDEME, ERAET S,
(3) RHEBRABIVEERBRRT HBHEBARROEERBRROEEHE] (ERAESHIT
Y, ROELBVEHLE,

[k HE]
AEHEE (pg/1) 0. 025 0. 05 0. 1
EE (X) 0. 0716 0. 1452 0. 2964
EEFmZE (6 R) 0. 00438 0. 0054 0. 0096
B/ (Dn) 0. 0027 0. 0029 0. 0051
BRHFRAR (DX 3) 0. 011
EERA (DX10) 0. 036
NN 3. 89

[k H]
MR AHEEME (b g/ k g) 0. 45
AEHRE (Lg/kg) 9. 1
ST BT iE (Lg/kg) 9. 0
ERERE (6 R) 0. 55
R RS (DL) 1. 7

9 5 %IEHEXH 1.i~3.8




§2. fi# %
[75hriE])
[Zr—F¥—}]
~y RAR— 2L
KRR Yo =N NATRE GC/MS-SIM
35C, lhr
50m1 Ak oh—ds NaCl 15g (#g/KIX10g) 0. 2ml
B Rk VLV HH TNy 3 4 B
2g WAkt =v—ds A )= 10ml 2700rpm, 10min 3 ml
&9 5min
HBEW 10min
NRATAE Y GC/MS-SIM
35%C, 1hr
H20 47ml, NaCl 15g 0. 2ml
[T ik DR ]
1. BRER
Bl 1 ICRERDOHZ T,
15
R
i
=
S 1}
AJ
(3]
ej
A
i 05
4
Y
0
0 .
0.0 0.2 04 0.6 0.8
= E Kk

K1 mEfR k=1, m/ 2z2=62, ye¥F— ME®W:0. 4ng,/ml)



2. PR B I SRR R
A (~y RAR—23K) 2 & 2 BEIRERFHERZ TRIIRTS

AEtE REHK WINE EIlEEsy EEMFREL

(ml, g) (e g) (%) (%)
IliE S 50 4 0. 005 98 2. 8
WK GREHIH) 50 4 0. 005 9 8 3. 3
B oK 50 4 0. 005 100 4. 1
EE GERE) - 2 7 0. 01 99 6. 2
EE (GRapE) 2 3 0. 01 100 2. 1

CIRINER RS T D EEOFIE, TEME DI LIS RER LT

3. DfRMERY V) —= TRER

5 H#%
pH 1 BEfEl %
W Rr B P
5 98 99
7 97 100 95
9 100 98

(m%%ﬁo.lug/mlﬁ@%ﬁ$,%)

4. BhEWEORE
(s S ME DRI 2 TEICTT, PLOT QU7 ATk =1 oficE
B ik b o t, B, VOCOLITATIIRILE =ADOE—J 1 FAF ) —)v

w B R (C) PLOT Q VOCOL
Methane -161.4 3.4 4.5
Propane -42.1 7.2 5.3
Chlorometane -24 7.2 6.3
Methanol 64. 7 7.4 6.8
Fron 12 . -29. 8 7.5 5.4
Vinylchloride -13.9 8.7 6.8
Iso—butane -10 9.6 6.0
Ethanol 78.5 9.9 8.9
Chloroethane 12. 3 10.1 8.6
n—Butane -0.5 10. 2 6.6
Acetone 56. 5 11.5 10.9
Fron 11 23.7 11.6 9.4
Dichloromethane 39.8 11.6 12. 7
1, 1-Dichloroethylene 31.7 11.9 11. 3

PLOT Q : 25mX0. 32mm, 10 u m, 6033—915%3/mig—+230%3(5m§n), He, 70kPa, GC/FID
VOCOL : 60mX0.32mm, 3um, 40°C(3min)—5C/min—100°C, He, 100kPa, GC/FID



5. ~y RAR—ZRIKIZBIT HEMBOHRE I OREDE
A (NaCl, K2C0s) DZIEPB L ONEE DEBORFFEREZRITRT,

32°C 42°C
1ppb 0. 2ppb 0. 2ppb
A 8.2 1.7 2.1 ZHPOMIIMS-S I M
NaCl 15¢g 26. 2 4.5

4.9 \Z X A HE

K2C0s 44g 25.3

WEHRMTAZ LI VBRERENR L3579, NaClZiRmT52&E L,
AKIE32C L 42 CTIIRZBREIED bWz, KIEIX3BTE L,

6. EHEDOHEBESIIEC & ORE

JEE (2 g) %EEALTAELCANEME =L (1 0n g) ZHEM L7, HEK
50ml tHFFITULLE gaMA~y RAN—RIKIZ LY 5 LTz, £OEIKET
20~50%RE MHIRERECLD) THY, ROREIRENFG LRI 2T, £O
e, EETOHMC =NV 2GR THE L, To—8zimy 55 iEZHW,

7. BB B S oG
A =N, TF )=, TEMATLDEENLDOELE = VORMEEZK 2 12777,
AH ) —LVOMHENESH XL, 1EIBOHH TS 0 %RETH -7,

100

2 80
M 60 - .
B a i !
= 40
20 | . "
0 . L .
1@E 2@EAH 1@EEB 2@EEH 108 2[EH
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a 67 -

5 Bt =hv—ds

n

3
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fte=,1-d) E¥HKE6 11 (3ng) ZHEMLEE, "N—TV& Ny TEBONN—VKZR
CAND, REPIZA~NY T LATZREBRL, BELZEAE=AZ T o 7B ICHEL
%, NI TEEMEL, BEELAEILE=1E2GC,/ MSIZEAL, Vrus— MMLaYw
CDOE— BN ORERICEIVERT D, B, KETIZZ 447+ A 3EH
L7220,

[EERE] KEHE2g#%#50ml e ZELSEEECEY, Yui—Mea® Rk
Eob-ds) EEEKR600p 1 (300ng) ZHRMLERE, T3P =¥/—/4+10ml
Mz, 5HoMIEE SHHEZ, FiZ1 OoREEEMLZ21T>, ZhEz, 2700rpm
T105RELOMT S, =% /) —NLEBO—E (0. 1ml) ZHFERASmMm ! Z AR
—J& NI TV UVIZEAL, IEBVIBERE, X—V&NT v TEEBONR-VRERIT
ANB, UFAKREREE FERRICEBIEEZTT D,
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i Bk AR : TEKMAR LSC-2000
N ¢ : VOCARB 3000 (Carbopak B/Carboxen 1000 & 1001)
IN— U] : 3min
IN—H A : He, 40ml./min
RKIARX—Y ¢ 1min

B B : 250%C, 5min



[GC/MS ]

s B2 : GC EE#H, 14AH
MS EBE#l, QP2000GF

{ERTZ A : Pora PLOT Q, 25mX0. 32mm, 10um

75 LREE : 60C—15C/mMin—>230C (5min)

AFVRBE : 250C
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35, ZOWKS5m 1 % [ABORLEBINER] CRBICERIEL, EEYWE LYy —
MEEW E D — 7 HiEL ) DREREERT 5,

(EERE) /-0 10ml ZH5ERERIERBEEKR50081 (5~100
ng) BEWYe S — MeEY (ke =1-d&) EHEHF600ul (300ng) ZMZ
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BrORTERB L OER] LRRICEBIEL, E¥HE LYYV — Medh & o — 7 mikk
NHREREIERT 5,

(Gt #&]
HEME (ng/ml, ng/g) =KHtHE (ng) /HABE (m1, g)

(BRHFRA B L OEERA]
AKE (X & NT o7 CESIBREBABIVEERRZ FRIRT (H4)
A B AEHE FR HRR SR ERRA
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E B 2g 0. 82pug/kg-dry
AH - BRE
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~y RAXR—2E LT C,
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tE R
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XV, kKoEBVEIE L,
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Y= e VAR Y )] e H 10y B 4y B
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& D  bmin
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H-0 5ml
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¥ g 4

SR E 7 v — F ¥ — b W &
BlLE=/)v|~y RAR—R{E GC/MS
(KE) 7k
Pora PLOT Q
v VLV ¥ S RATE YV 0.32mm X 25m
35°C,1hr 1.0 g m
50ml  ¥E{kt -p-d3,30ng NaCl 15g(EAKiT 10g)
| & H R AR
|_ AKE:11 ng/l
GC/MS-SIM JEE:1.7 ng/g
Bkt =V m/z=62,64
HAbt ov-d3:m/z=65,67
(EH)
v LLVAR R I Eiiifast EL NG 3 eopint
2g B|AY =v-d3 24w 2700rpm 3ml
100ng 10ml 10min
melxb“y GC/MS-SIM
! 35°C,lhr
H.0 47ml,NaCl 15g
NV & N7 v T
KE) RHRA
AK'E:5.3 ng/l
X Foi = hEAN N = &by JEE'HE:0.82 ng/g
JhiEE: 250 °C
5Sml  #E{kt =h-d3,3ng }7y7" &:VOCARB 3000
N =¥" :3min,}" 74: lmin
L GC/MS-S 1M
(EH)
e VYRR N7 ) jiifa = O 5y B 57 B
2g Ak =v-d3  xh)-w 2700rpm 0.1ml
300ng 10ml 10min
L/\°~“/"&l~5‘77° GC/MS-SIM

H:0 5ml




Vinyl chloride

A. Headspace method

A water sample is spiked with vinyl chloride-ds as surrogate standard.  Vinyl
chloride in the sample is determined by GC/MS(SIM) using headspace injection.

A sediment sample is spiked with the surrogate standard and extracted with
methanol.  After centrifugation, a part of the supernatant liquid is added to purified
water. Vinyl chloride in the solution is determined by GC/MS(SIM) using headspace
injection.

B. Purge and trap method

A water sample is spiked with vinyl chloride-ds as surrogate standard. ~ Vinyl
chloride in the sample is determined by GC/MS(SIM) using purge and trap sampling.

A sediment sample is spiked with the surrogate standard and extracted with ethanol.
After centrifugation, a part of the supernatant liquid is added to purified water. Vinyl
chloride in the solution is determined by GC/MS(SIM) using purge and trap sampling.



Chemical Flowchart of analytical methods Notes
substance
Vinyl chlonidel  A. Headspace method
(Water) GCMS-SIM
Surrogate(Vinyl chloride-ds) Calumn:
! ParaPLOTQ
Sample Vial GCMS-SIM 0.32mm *<25m
50ml NaCl 15g Vinylchloride  m/:62,64 X10 £ m
35C,1hr Vinyl chloride-ds m/z:65,67
Detection lmit.
(Bottom sediment) Water: 11 ngl
Surrogate(Vinyl chloride-ds) Bottom sediment;
! 1.7nglg
Sample Extraction Centrifugation
2g MeOH 10ml 2700rpm, 10min
' L Fractionation Vial GCMS-SIM
0.3ml H0 47ml
Na(Cl 15g
35C1hr
B. Purge and trap method
(Water) GCMS-SIM
Surrogate (Vinyl chloride-ds) Calumn:
! PoraPLOTQ
Sample Purge & trap GCMS-SIM 0.32mm X25m
5ml Trap tube: Vinylchloride  m/Zz62,64 X10 £ m
VOCARB3000  Vinyl chloride-ds m/z:65,67
Desarb:250°C 5min Water: 5.3ng
Bottom sediment:
(Bottom sediment) 0.82ngg
Surrogate(Vinyl chloride-ds)
)
Sample Extraction Centrifugation —
2g EeOH 10ml 2700rpm, 10min
L Fractionation Purge & trap GCMSSSIM

H:0 50ml
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RS St 40C (3min) - 5C/min—>100%C
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|
C1
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f BT — 5

RE#EL | REREEAEFNIRT

FEFRB LW | REHLEREXFN 1978

BEEE T T 026—-—227—-0354

B E #F BEEEA HIEEAH B TRk 84 8H23H
W g 4 B =

(&) (Vinyl chloride)

balll 4 ruogTF Ly

(%38 (Chloroethylene)

5 F C:HsC 1 o+ & 62. 50
CAS)&ES: 75—01—4 7" 7474 -VANE R

GC&f

% f£: HP5890II BHE2E: FID

oL E: Pora PLPT Q
BIFTALANE: 0. 32mm

I AEE: 25m
DILEE: 10um
BESME : 60C—>15C/min—>200C (2min)
B—7

REFEER: 8. 73min

PTRI: 352

Fof : BEE 12cm/ sec ~yFRE 70kPa

HEER L UHEEN

HzC:CH

Cl1
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CECriaes BiE 026—-227—-0354

H E E BEEEMR Ot HESHH YRk 9HFES5HA23H
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(F3EE) (Vinyl chloride)

bl A yuopgxFLy

(55E) (Chloroethylene)

4 F N C:HsC 1 5N T B 62. 50
CASEHES: 75-01—4 7 AR T4 ANE S

G C4&Ht

B f&: HP5890II MmH#E: FID

HTLIRE: VOCOL
AZLNE: 0. 32mm
AT ALKEEZ: 60m
AT LEE: 3. Oum
BESRHE : 40C (3min) - 5C/min—>120C
E—

REFEERE : 6. 78min

PTRI: 410

FOM : BEE 22cm/ /sec ~vFE 100kPa

HER L UMHEIEX
H.C=CH

Cl1




LS THERSERL R SE T

2—JnE7ansy, 1—-4HponJay, 3, 4—>sno-1-J5Fv

[HEMEH L VHEER]
D2 —Tuax7a,r CH3-CHBr-CHs
(2-Bromopropane)
@1—suur7zw CH3-CH2-CH2-CH:Cl1

(1-Chlorobutane)

®3, 4a—/uaua—1—-—77 CH2=CH-CHC1-CH:2Cl1
(3, 4-Dichloro-1-butene)

@ ot
sguoaXyr, AFLy, 1 —AFNLTTm )Xo F o,
2,4—v7un brxy ke =L KEREOR)

[¥tk]
WE 4 2-7" nE7 un’ Yy 1-un7 By 34—y Juu-1-7" 5
aTE 122. 99 92. 57 125. 00
HE 1. 3097(20/4°C) | 0.8875(20/4°C) | 1.153(25/4°C)
A (C) -89 -123.1 -61
Hha (C) 59. 38 78.5 118.6
JKEEHRE (g/100m1) | 0.318(20°C)  ]0.08~0.11(20°C)| 0.042(20°C)
log Pow 2.14 2.39
§1 oHHE
1 SWEEE

KEREHI., BEEP&T A TAMICERL, NEEER (p—7rE71taxy
o) AEMLEE, P&ET—GC/MS (SIM) THET S,

EEREHE, A ¥/ — L ThiE#%, A%/ — VK 1nl 2 P& T 51 TSRS
BLUT T 7KEMZATHAT S, AT, KERBHE FRICEBEL TRET 5,

2 HBAHZE

[RE OIS &L URF]
KERENT, Vo7V o FHRICB O TEEP & T N, TR Y KBRERT 52,
AEIOE Y JNZDWOTIX. BEFT [LFWEREE R AR ESE] 1285,



(B oOmLES & UHEHE]
[KERELH]

BRLUZAERENZ, p—T7o2E 70400V NEER (20mg/1) %5 ul

BMLTERL, ThERIKE T 5, oWIEEEHRRBE HIZIT 5,
[EE ]

RES g 2RV HELSEEE G0ml, 770 7~ IZERY . H52CH 3 0 0 Orpm
T1 OEELSBEEZITRoT=OLRIBAKEZRE, BELEEBHICAZ ) —1 1
Oml /02 C1 O EREMHET 5, MH% 3 00 Orpn T1 04MELDBEES)
EIT, A Y ) — V@R IRt X EERE 25m) I BT B, BEAZ ) —/L1 0nl
EMZFEOEBELBVIRL, A& ) —ABE2EbEE%, A% ) —LAE Nz T2
5ml ERETH, RIZ, FOHOT T 7KD K4 0nl 2 ANT=P & T A 7 ILHRIC
AZ)—NHHKE Inl & p—7 T4 R0V U PEEER (20mg/1) 5 u ]l B
MU=, 7T 7KEMZTHAKICLTERL, ZhERIEE TS,

RIALER IR IR E HIZIT 9

[ZHHEORAN]

RELERIEDT 7 v 7 KZ RV [BREORHMLER L OFAR] & RERICEBEEZ TV,

/ot EREEE T 5,
(REBRDFAR]
R #EK ]

FHOAF ) —=NAF40ml ZANTZART T A2 (50m) 12, BEXTBIEHEDE S Omg
FHEREL T, TOFEEZ~A /72ty b2HAWTERIIMA %, A4/ —
AT50ml EEE L., 100 0mg/l DIEEFIK TR ,

BEZBEERIL, A AT T 22 (B0m) ICAEERKSnl Y, A%/ —/LT50
ml EAE L. 100mg/l FRERELFAKT D, RIZ, 10 Omg/1 BHERE A X / —
NWVTHRIRLT2, 20, 50mg/l DFREDEEREFARLIT D,

(PR ] ‘

FHORE ) —NK40ml x ANFZART T ZAa(B0n)IZ, p— 7 BE T /LA
YEL(S6=1.593) 1 Omg X LLEHE LT, ZOFEE~A /7 a b’y hEHWTIE
BEIZZ, A% /=N T50ml EAE L, 20 Omg/1 EHEFKEL T5, KIT, T
A ) —NF4 0nl A2 AR T T 22 (50m]) ITAZAEFK Sl #50 A% ) —
T50ml EAE L. 2 Omg/1 HBUER & 35,

EEERR IR DT ]

AREREIOBHERIIL, FOHT T 7KEH4 0nl ANLZP & T 3A TILVHRIC,
2. 20, 50, 100mg/1BHER 1Ol tp—TuE7AtaXr Vo REY
R (20mg/1) 25 ul 2%, 777 KERWTHEAKICLTERL, EiEk
ReET 5,

BEEREOZERKIT. TOHT T 7KE284 0nl AP & T34 T VHRIZ A
& ) —1nl Iz, DTFAKEREOZEERIK & FFRRICERE L TR 5,



(3]

[P & T ORIESMH]
#f . (#) TEKUMAER LSC-2000
Purge : 10 min at room temp Dry purge : 4 min
Cryo cooldown : -150C Desorb : 2 min at 220°C
Inject : 3 min at 220°C Bake : 20 min at 260°C
[GC/MS ORIESM]
HsFE : WEMHBMS () ] EOL —Automass5 0%l
AZ 25 ¢ (f) VOCOL ( SUPELCO ) 60mX0.32mm i.d. X3 um
(G C&MH)
Init. temp. : 40C Init. time : 5 min
Rate : 7.0 C/min Final temp. : 230C
Final time : 5 min Injec. temp. : 180C
Carrier gas flow : 1.0 ml/min (He)
(M S %)
Emission current : 300uA Ionization energy : -70eV
Detection gain : -0.6kV Source temp. : 210°C
Interface temp. : 230C
[(F=F—aFy : JER FEZEA) ]
@2-7" v¥7" 0Ny 0 43(122,41)  @1-)mw77 4y 1 56(41,43)
@3, 4~V Jun-1-7"77 : 75(89, 53) @p-7" rEINVEuA" VT 1174(95, 75)
X Juaa" vy 0 112(77) *2fly @ 104(78)
* 1-AFhas=pa" /2y ¢ 118(103) *2,4-Y Jeoppzy : 125(160)
kbt v 62(64)
[ &4 ]

BRI SN #P&TEBIZEALTGC, / MSHEIEL, 7— U & (ng) &1
EYE L NZEEYE O — 7 mEL L OBR»OREREIER TS,
[E&]

RIKS5ml #P&TEBIZEALTGC/ MSHEL, Bbhl-ru~hrI40
XEME L NIEEYMEO Y — 7 B E KD, REBRNOEET S,
[3tE]

[&E]
e _ BRHE (ng)
AEE (pg/l) = N DR E (nl)
() A AT
FHEME (ng/Kg-wet) = MRHEE (hg) 5 2 5ml X A TR ()

REE (0 1ml N—VEE (nl)




(R HRR S L OEERA )
AOWEOHRHRAR L OEERR &2 TEICTTS .

KB R HBR ST KEEERR JEE R H R A
REHE 5 ml 5 ml 5¢g
9 —TuFrTusy 3.1 ng/1 10 ng/1 6.7 ug/Kg-wet
I == 3.0 ng/1 10 ng/1 6.8 ug/Kg-wet
3, A—Yrsuu—1—75 3.3 ng/l 11 ng/1 3.3 ug/Kg-wet
HE-BR
(3]

o —FuxErusy, 1—ruur7&y, 3, 4—ryrsuu—1—77

p—7RETAFOALY L R L THLE O RS

A )—) PIEREHE RS ERVRE RNIERBEEERBALEHRLR)

€39

HBHERRAS  AEREHIP & T A TR, EEREHIERON T ARIXITIT 7
o VBIARERWS, REIBEREEOR, A X ) — M REECITV,
1 2 0CT2HMIERDOE, M LERLIEESZHV S,

BE RS EERE» L OMHICHN D,

EOOBER EEREOMEROSBEICAWD,

______________ T R —

1) P&TAAATNVERIZT 7 ~—HDBE. 4 3nl BIE TEZLDENRHDHDT,
FERANCEEFHERD L, ENRKREOAL TR THERT LI ENEEL
VY, '

2) KEZREOFEEALKILT., A TVHRICFHELED T2~3KET 5D,

3) EEREOHEKROSEICAVDELSEERT. ER (101 5E) R TIHIHES
WEE LV,

4) Tk, BRkET R a2 AVERICRLIETERL. NI ULY
2B BELRLAENRLHBE L CHER L, HIROVOCHZ 7 7 2V DHEI. 77
WSy EIRESNRNI L 2R L TERT S,

5) RHEBABIOEEBRAT TREBRABLOERRRORERE] ICLVKRDE

DRDT,
KEZEOEERAL LOBRHBROEHIZOWT
Bt ¥ | | €& | Fd
FIRE 40 30 20 10 [R5 | BRAR
R A=A 0.46 § 0.73 1 1.26 1 1.09 [ O. 88 2.7 8.8 2.8
2-7"n¥7 un Yy 0.85 ] 2.00{ 0.54 ] 0.74 | 1.03 3.1 10 3.7
1-Jnn7" 4y 0.9211.65] 0.83 ] 0.62 [ 1.00 3.0 10 2.7
3, 4= Ju=1-7"Fv 1.04 1 1.95}1 0.93 1 0.51 [ 1.11 3.3 11 3.8
AL ONVA A 0.66 | 1.52 ) 0.50 | 0.43 | 0. 77 2.3 7.7 3.5
AFVy 0.48 1 1.86 | 3.39 ] 2.58 {2.08 | 6.2 21 7.1
1=} FVIF=pn” vy 1.4112.09] 0.4110.77 | 1.17 3.5 12 5.1
2, 4-Y" Jnp My 1.50 | 1.34] 0.34 ] 0.79 1 0.99 | 3.0 10 4.5
F(3,3,0.05)=9. 28>Fd : F (3, 4, 0. 05)=6. 59>Fd AT ng/l



EEREOTEEBRRAL I OREBROE HIZOWT

EE | JEE [ EIE | EIGE | me | RSt | LCL, | UCL,
+200ng

BT ng ng ng % ng ng/g ng/g | ng/g
EX{AaET 0 126 126 63 46. 6 29 19 64
2-7 wE7 un Yy 0 177 177 88 10. 6 6.7 4.3 15
1-Jwn7 Ay 1 179 178 89 10. 8 6.8 4.3 15
3, 4-y Jn-1-7" 5y 0 176 176 88 5.3 3.3 2.1 7.3
oAty 15 182 167 84 9.5 5.9 3.8 13
AFVY 1 159 158 79 5.0 3.1 2.0 6.9
1-AFVIFpN" 8 0 160 160 80 3.5 2.2 1.4 4.9
2,4~ Jup Ly 0 165 165 82 5.9 3.7 2.4 8. 1

ERROTFT—F1T, EREESg ICHERKR2 0 0ng MU T 7ERE L-EE)
bRO, EEREOELE = ZONWTIE, A¥ ) — Ve E— I RNER L0, B
F LI —FOIE TS T 220,

§2 &
[ArE7Rn—Fv— K]

(k&)

[A47w%tﬁm]—{mﬁﬁﬁéﬁmj P&Tﬁﬁl

43ml (F)v-$1-8L) 20mg/1,5u1 5mlL

(EH)

%)= 10ml T 2 [BElHH

F'illi%vk
50ml &Y AEILE 10 43 10 4

(cmmer e e Hﬁﬁ&%m ]——Lu%ﬁﬁ T —

og A% )= 10ml 3000rpm

———{%E}—%ﬂ%ﬁ}%ﬁ%ﬁ&%%m}—%@ﬁ P&T%W]

25ml N AT VIR 20mg/1,5u 1 43ml 5ml
7" 77K




[AHED#KREH]
—H I ATRERME IOV T ORI EIT> DT, TORRLHTLT 5.

1

EREFMEINKERER

BREE/K OFEHERSINZZERIT IS 1T 5 [BIRE L O XM R 2=

201 g/1(n=2) 40 ng/1 (n=4)
i )1 i 1A e
Bt =) 94 90 97 (3.6) 88 (3.6)
2-7 u%f an’ Yy 91 86 93 (1.7) 91 (5.1)
1—7111:1?‘ Ay 93 90 97 (2.7) 98 (3.1)
3,4~V Ju-1-7"7v 95 95 95 (3.9) 96 (2.7)
VA3 LNVA AV 95 96 100 (2.9) 104 (2.6)
AFVv 100 103 87 (2.4) 93 (3.2)
1= pFWrFopa™ vty 102 102 90 (2.9) 93 (3.6)
2, 4=y Juo vy 99 96 94 (3.6) 97 (3.8)
() NOEEIIHEIEERZE
2 SRRV Y—=-VIBBER
2-7"n¥l an'y 1-7un7™ 4y
DH [BRE |1 RmkER 5 AmMmEEOREEW |[pH[08RE [1ekMER [5 AMMER ORES (%)
lug/) |omEE® WA HERE (ng/l)  |oREE® WA e RRH
5 20 99 42 —— 5 20 98 89 ——
7 20 99 43 41 7 20 100 93 91
9 20 96 36 —— 9 20 95 80 ——
3, 4- Jou-1-7"3v
DH [P |1 MM ES |5 A MR OREE ()
(ng/l) |DOBIEE® RERT e RSt
51 20 98 95 ——
7 20 100 97 95
9 20 96 84 ——
3 ¥EMBRELIUVAREMHEDTAIRT L
100 % 100 %
1-7007 9>
B 2-T0EFINY 0 s
50% 4 27 50 % - 27
3 79 122 | ”l RUR 1IN 6|3
— ""I""l”"]""l"' | ‘“T"“l""l '”l""I""I""I'“'I""l""l“"
0 40 0 8 100 120 20 30 40 50 60 70 80 90
100 %
100 %
3.4-500-1-77 D= T EIADN I
[ 95 174
o | 89
0% 50 % -
39 o3 75
27
I l’ |l1 6J2 ’
i ll m Ul
”"”!‘II‘J“‘””I'!HII‘”I””I‘” “I"'Itl""‘ll‘”'I:‘"!I|"”‘ '"['[I' L RARLI RRALELLLRY LALLY RALAZ LLALE LALLE LALA)
0 4 ¢ B0 100 120 O 60 80 100 120 140 160




4 BRE®

Calibration Curve Report for

File : NEWANSIM

97/05/04

09:57:50

Compound Name
Q Ion (M/2) :
Non Weighted Linear Regression

Ratio = 0.03182521 * Quantity - 0.00747364995

Vinyl chloride
62

7 x0. 1

6

54
R
A 41
T
[ 34
0

24

1«

0 T T T T x10

0 0.4 0.8 1.2 1.6
QUANT (PPB]

FILENAME QUANTITY RATIO(Q/IS] CALC-QNT  DEV
97012404 20 0.632498435 20.1090 0.55
97012408 5 0.137468745 4.5543 -8.91
97012410 0.5 0.011557965 0.5980 19. 60
97012421 0 0.000123046 0. 2387

MEAN PERCENT ERROR [ABS VAL] 9. 69
CORRELATIVE COEFFICIENT 0.999473

Compound Name : 2-Bromo propane
Q Ion (M/Z) 43
Non Weighted Linear Regression

Ratio = 0.03311979 * Quantity - 0. 00518393635
x0.1

7

6

5_
R
A 4
T
I 34
0

2..

1

0+ T T T T x10

0 0.4 0.8 1.2 1.6 2
QUANT (PPB]

FILENAME QUANTITY RATIO(Q/IS] CALC-QNT  DEV
97012404 20 0.659896412  20.0811 0,41
97012408 5 0.149439285 4,6686 <-6.63
97012410 0.5 0.013753429 0.5718 14.36
97012421 0 0.000729838 0.1786

MEAN PERCENT ERROR [ABS VALI 7.13
CORRELATIVE COEFFICIENT 0. 9997081

Compound Name
Q Ion M/2)
Non Weighted Linear Regression

1-Chloro butane
56

Ratio = 0.04958003 * Quantity - 0.00553811352
1 x1
0. 84
R ]
A 0.6
I
0 Q. 44
0. 24
0 T T Q
5 o+ 08 1z 18 2
QUANT [PPB]
FILENAME QUANTITY RATIO[Q/IS] CALC-QNT DEV
97012404 20 0.988558522  20.0503 0.25
97012408 5 0.232193994 4.7949 -4.10
97012410 0.5 0.021093155 0 5371 7.42
97012421 0 0.000292707
MEAN PERCENT ERROR [ABS VAL] 3.92
CORRELATIVE COEFFICIENT 0. 9998862

Compound Name
Q Ion (M/2)
Non Weighted Linear Regression

Ratio = 0.03996916 * Quantity - 0.00302115554

: 3,4-Dichloro-l-buten
: 75

8 x0.1

7_

6_
R 54
A
T 44
I
0 3

24

1-.

0 T T T x10

0 0.4 0.8 1.2 1.6
QUANT (PPB]

FILENAME QUANTITY RATIO[Q/IS] CALC-QNT DEV
97012404 0.797319984 20.0240 0.12
97012408 5 0. 193024828 4,9049 -1.90
97012410 0. 5 0. 016644570 0.4920 -1.60
97012421 0, 000139593 0.0791

MEAN PERCENT ERROR [ABS VAl

L] 1.21
CORRELATIVE COEFFICIENT 0.9999697

Compound Name : Chloro benzene
Q lon MW/Z) 112
Non Weighted Linear Regression
Ratic = 0. 0568089 * Quantity - 0.00331687243

ED
R 1
A
T
1
0 0, 5-
0 T T T T x10
0 0.4 0.8 1.2 1.6 2
QUANT (PPB]
FILENAE QUANTITY RATIO[Q/IS] CALC-QNT  DEV
97012404 20 1.134500105 20.0289 0. 14
97012408 5 0 274102783 4.8834 -2.33
97012410 0.5 0,025774334  0.5121 2.42
97012421 0 0.000982157 0.0757

MEAN PERCENT ERROR {ABS VAL] 1.63
CORRELATIVE COEFFICIENT 0.9999614

Compound Name : Styrene
Q Ion (M/2Z) : 104
Non Weighted Linear Regression

Ratio = 0.05387285 * Quantity - 0.0027603229
xl
1.5
R M
A
T
I
0.5
[ T T T T x10
0 0.4 0.8 1.2 1.6
QUANT (PPB]
FILENAME QUANTITY RATIO[Q/IS] CALC-QNT  DEV
97012404 20 1.076346779  20.0306 0.15
97012408 5 0.259964318 4. 8768 -2.46
97012410 0.5 0.024571972 0.5073 1.46
97012421 0 0.001833430 0. 0853

MEAN PERCENT ERROR (ABS VAL]

CORRELATIVE COEFFICIENT

1.36
0. 9999554

Compound Name : 1-Methylethenyl benz

Q Ion M/Z) @ 118

Non Weighted Linear Regression

Ratio = 0. 03000427 * Quantity - 0.00337953173

5 x0. 1

54.
R4
A
T 34
I
0,

l-

04 T T T T x10

0 0.4 0.8 1.2 1.6
QUANT (PPB]

FILENAME QUANTITY RATIO[Q/IS] CALC-QNT  DEV
97012404 0.598488638  20.0594 0. 30
97012408 5 0.139371242  4.7577 -4.85
97012410 0. 5 0.013017848  0.5465 9.30
97012421 0,000713038 0. 1364

MEAN PERCENT ERROR [ABS VAL] 4. 81
CORRELATIVE COEFFICIENT 0.999842

Compound Name : 2,4-Dichloro toluene
Q lon (M/Z) : 125
Non Weighted Linear Regression

Ratio = 0.02265058 * Quantity - 0.00288449954

=x0.1

4—
R 4
A 3
T
I
o

1_4

0 T T T T x10

0 0.4 0.8 1.2 1.6 2
QUANT (PPB]

FILENAME QUANTITY RATIO{Q/IS] CALC-ONT  DEV
97012404 20 0,451959252  20.0809 0.40
97012408 5 0.102882144 4, 6695 -6.61
97012410 0. 5 0. 010013638 0.5694 13.88
97012421 0.0 6648 0. 1802

0119
MEAN PERCENT ERROR ([ABS V.

AL] 6. 96
CORRELATIVE COEFFICIENT 0.9997088




S &4l

Ak () o A< RIS 4]

Ion Chromatogram Report for File NEWASIMS 97/05/04 10:21:27
Filename : 97022116 Title @ River

Compound : Vinyl chloride Compound : 2-Bromo propane Compound @ l-Chloro butane

Iion:64 Area:0(4:54- 4 56) [ion:41 Area:0(11:58-12:01) Tion:4l Area:166 (14:39-14:49)

100%+ Y-Gai 100% Y-Gain:52 100% Y-Gain:93

80%- 80%

60%~ 60% -

40%+ ‘w 40%

20% 20%

0% I SN S N S SN, H,

Qion:62 Area:19(4:54-4: 56) Qion: Area:56(11:58-12:01) Qion:56 Area:333(14:39-14:49)

100% S/N:1.3 Y-Gain 100%q Y-Gain:37 100%- S/N:5.3 Y~Gain:55

80%- 80% 80%H

60% 60% 60%

40% M /w 40% 40%

20%- A\ﬂ 20%- 20%- W\W
o% 0 T S, 0% e 795 ASNE 1 S ES BN ———
4:33 4:53 5:13 11:42 12:02 12:22 14:23 14:43 15:03

Quantity : N.D Quantity : N.D Quantity : 0.018 PPT

Compound : 3, 4-Dichloro-l-buten Compound : Chloro benzene Compound : Styrene

lion:89 Area: 3(21 09-21:11) Iion:77 Area:219(23:21-23:31) Iion:78 Area:115(24:42-24:51)

100%W Y-Gain:22 100% Y-Gain:184 100% Y| Gak}i&ﬁﬁ

80% 80% 80%1

60% 60% 60%~

40% v 40% 40%

20% 20% 20%-

Y RN N S PR e ST NROR IR A ! 00 AN e T S
Qion:75 Area:33(21:09-21:11) Qion:112 Area:699(23:21-23:31) Qion:104 Area:470(24:42-24:51)
100%+ §/N:1. 4 Y-Gain:30 100%~ S/N:11.7 Y-Gain:79 100%- S/N:5.9 Y-Gain:67

80% 80% 80%

60% 60% 60%

40% é 40% 40%

20% 20%4 20%

o7 — 1,' - 1 48 L S S SIS R S Fp A atd MAL SEENS NS ST
20:50 21 21:30 23:06 23:26 23:46 24:27 24:47 25:07

Quantity ° 0 061 PPT Quantity : 0,304 PPT Quantity : 0.007 PPT

Compound : p-Bromo floro benzen Compound : 1-Methylethenyl benz Compound : 2, 4-Dichloro toluene

lion:95 Area:17430464 (26:02-26:32) Iion:103 Area:254(27:30-27:39) Tion:160 Area:20(32:16-32:21)

100%+ A Y-Gain:1807935 100% Y-Gain:40 100%1 Y-Gain:29

80% 80% - 80%

60%— 60% 60%
40%~ 40% 40%-

20% 20% 20%

0% 0% 4+ h ey 0% -Frrrr el

Qion:174 Area:10392866(26:02-26:32) Qion:118 Area:322(27:30-27:39) Qion:125 Area:119(32:16-32:21)

Y-Gain: 1068640 100%~ S/N!6.3 Y-Gain:56 100%- S/N:2. 7 Y-Gain:32

100%1 S/N:59359.0
80%+
60%-
40%

20%

0% e e
25:52 26:12
Internal Standard

80%
60%
40%
20%
0% 4ty
27:16 27:36 27:56
Quantity @ N.D

32:41

21
0.009 PPT

32:
Quantity :




CAIK+H1BE4£ 4 O ng/| MO AT 5 5 L]

Ton Chromatogram Report for File

: NEWASIMS

97/05/04 10:21:27

Filename : 97022107 Title : River+40 ppt

Compound : Vinyl chloride Compound : 2-Bromo propane Compound : 1-Chloro butane

Iion:64 Area:7335(4:46-5:01) Iion:41l Area:15035(11:50-12:12) [ion:41 Area:20340(14:34-14:55)
100% Y-Gain:1822 100%4 Y-Gain:901 100% Y-Gain:1470
80% 80% 80%4

60%+ 60%+ 60%

40% 40% 40%

20%+ 20% 20% 4

0% e e ey 0% L s L a s e  iiaares
Qion:62 Area:21555(4:46-5:01) Qion:43 Area:26538(11:50-12:12) Qion:56 Area:37979(14:34-14:55)
100% S/N:213.0 Y-Gain:2394 100%~ S/N:138.3 Y-Gain:1545 100%+ S/N:300.9 Y-Gain:2720

80%- 80% 80%
60% 60% 60%
40% 40% 40%
20%| "d/////ﬁ 20%- 20%-]

0% T T A T T T T 0% P T T T I P T T T Ty 0%

4:33 4:53 5:13 11:42 12:02 12:22 14:23 14:43

Quantity @ 37.745 PPT Quantity @ 37.536 PPT Quantity : 38.837 PPT

Compound : 3, 4-Dichloro-1-buten Compound : Chloro benzene Compound : Styrene
Lion:89 Area:5678(21:02-21:19) Tion:77 Area:23568(23:18-23:35) Iion:78 Area:15303 (24:38-24:56)
100%+ Y-Gain:482 100%+ Y-Gain:2165 100%- Y-Gain:1311
80%- 80% 80%
60%- 60%+ 60%
40%- 40%- 40%-
20% 20% 20%

0%-f 0% TR R T T O R TR T (1 B e s e o N AR ]
Qion:75 Area:11341(21:02-21:19) Qion:112 Area:29011(23:18-23:35) Qion:104 Area:20397 (24:38-24:56)
100%-~ S/N:133.0 Y-Gain:939 100% S/N:224. 1 Y-Gain:2702 100%- S/N:281.0 Y-Gain:1980
80%- 80%+ B80%

60% 60%- 60% -
40%- 40% 40%
20% 20% 20%
0% 0% ; 0%
20:50 21:10 23:06 23:26 23:46 24:27 24:47 25:07
Quantity : 36.439 PPT Quantity @ 39.988 PPT Quantity : 35.769 PPT
Compound : p-Bromo floro benzen Compound : 1-Methylethenyl benz Compound : 2,4-Dichloro toluene
lion:95 Area:16535660(26:03-26:32) Lion:103 Area:6187(27:29-27:44) Iion:160 Area:2972(32:13-32:28)
100%- Y-Gain:1705512 100%A Y-Gain:603 100%+ Y-Gain:288
80% 80%+ 80%
60%- 60% 60%
40%4 40% 40%4
20% 20%+ 20%

0% e e 0% 0% -1
Qion:174 Area:10390648(26:03-26:32) Qion:118 Area:9363(27:29-27:44) Qion:125 Area:7240(32:13-32:28)
100%- S/N:39419.7 Y-Gain:1064524 100%~ S/N:180.0 Y-Gain:914 100% S/N:63. 4 Y-Gain:705
80% 80%-{ 80%

60% 60% 60%
40%4 40% 40%
20% 20% 20%
0% 0% 0%
25:52 26:32 27:16 32:01

26:12
Internal Standard

136
35. 782 PPT

27
Quantity :

32:21
: 36.866 PPT

Quantity

—_ 50 J—




UK (EFM) 0orav o35 4]

Ion Chromatogram Report for File : NEWASIMS 97/05/04 10:21:27
Filename : 97022119 Title @ Sea
Compound : Vinyl chloride Compound : 2-Bromo propane Compound : 1-Chloro butane
Lion:64 Area:0(4:51-4:57) Lion:4l . Area:9(12:02-12:03) lioni4l Area:362(14:38-14:50)
100% - Y-Gain:67 100% Y-Gain:42 100% Y-Gain:292
80%-1 80%
60%- 60%-1 |

40%- w 40%

20% 20% M |

0%ty 0%+ ey 0% e e e
Qion:62 Area:184(4:51-4:57) Qion:43 Area:10(12:02-12:03) Qion:56 Area:603(14:38-14:50)
100%- S/N:3.3 Y-Gain:74 100%~ S/N:1. 0 Y-Gain:39 100%- S/N:5.8 Y-Gain:78

80%- - 80% 80%
60%- v\h 60% V i 60%-
40%- {m WMIH 40% M 40% J
20% i“ 20% 2o%-wf"w "(W fw\ﬂ
0% . 0% -Frrreerrrrrrrrrrere e 0% -Frrrrrrrerrreere e
4:33 4:53 5:13 11:42 12:02 12:22 14:23 14:43 15:03
Quantity : 0.266 PPT Quantity : N.D I Quantity : 0.324 PPT
Compound : 3, 4-Dichloro-l-buten Compound : Chloro benzene Compound : Styrene
Iion:89 Area:22(21:14-21:16) Tion:77 Area:1745(23:18-23:30) Lion:78 Area:405(24:41-24:50)
100% Y-Gain:25 100% Y-Gain:190 100% Y-Gain:178
S
80% 80% 80%
60%' 60%~ 60%
40% 40% 40%
20% 20% 20%

0%+ ey 0%—Mﬁmﬁwn—rﬁm 0%Wuﬁnuu.x%rrvrrrnuuu..;
Qion:75 Area:36(21:14-21:16) Qion:112 Area:1503(23:18-23:30) Qion:104 Area:363(24:41-24:50)
100%- S/N:1. Y-Gain:23 100% S/N:12. 7 . Y-Gain:147 100%- S/N:3.9 Y-Gain:49

80% 80% 80%
60% 60%- 60%
40%- 40% 40%
20%- 20% 1 20%1
7' %% AN I S S 0% 38 ISR S W W SN R,
20:50 21:10 21:30 23:06 23:26 23:46 24:27 24:47 25:07
Quantity : 0.075 PPT : Quantity : 1.525 PPT Quantity : N.D
Compound '@ p-Bromo floro benzen Compound : 1-Methylethenyl benz Compound : 2, 4-Dichlorc toluene
lion:95 Area:17112737(26:02-26:32) Tion:103 Area:167(27:31-27:38) Tion:160 Area:48(32:15-32:23)
100%1 2 Y-Gain:1775162 100% v Y-Gain:31 100% Y-Gain:24
80% 80% 80%
60%+ 60% 60%
40%+ 40%+ 40%
20%4 20% 20%

0% 0% ¢ 0%+ e
Qion:174 Area:9945991(26:02-26:32) Qion:118 Area:239(27:31-27:38) Qion:125 Area:177(32:15-32:23)
100%- S/N:22237.0 Y-Gain:1023065 100% S/N:2.6 Y-Gain:46 100% S/N:2.7 Y-Gain:31

80%- 80%

60%- 60%~

40% 40%

20%- 20%

0% e e 0%

25:52 26:12 26:32 27:16 27:36 27:56 32:01 32:21 32:41

Internal Standard Quantity : N.D Quantity : 0.350 PPT




[BK+HEZL40 ng/| FEMOU AT LT 5 L]

Ion Chromatogram Report for File

NEWASIM8

97/05/04 10:21:27

Filename : 97022111 Title : Sea+40 ppt
Compound : Vinyl chloride Compound : 2-Bromo propane Compound : 1~Chloro butane
lion:64 Area:T054 (4:46- 5 00) lion:4l Area:13944(11:50-12:12) Iion:4l Area:20265(14:34-14:55)
100%+ Y-Gai 150 100%4 Y-Gain:841 100% Y-Gain:1489
80% 80%- 80%
60% 60% 60%
40%+ 40% 40%
20%- 20%4 20%

0% TR e I it s s SRV 0% e T T AT T
Qion:62 Area:20684 (4:46-5:00) Qion:43 Area:24348(11:50-12:12) Qion:56 Area:38741(14:34-14:55)
100%7 S/N:114.6 Y-Gain:2344 100%+ S/N:117.5 Y-Gain:1447 100%~ S/N:172.5 Y-Gain:2784
80%- 80%- 80%

60%- 60%- 60%

40%- 40%~ 40%

20% 20%- 20%-

0% R T 0% PR e I T T 0% - 2

4:33 4:53 5:13 11:42 12:02 ' 12:22 14:23 14:43 15:03
Quantity : 36.455 PPT Quantity @ 34.657 PPT Quantity : 39.885 PPT
Compound : 3, 4-Dichloro-1-buten Compound : Chloro benzene Compound : Styrene
lion:89 Area:6160(21:02-21:18) Iion:77 Area:23961(23:18-23:34) Iion:78 Area:10748(24:39-24:56)
100% A Y-Gain:529 100%+ Y-Gain:2326 100%+ Y-Gain:1478

80%- 80%-1 80%

60%- 60% 60%—

40%- 40% 40%~

20%4 20%A 20%

0% 0% 0%-1
Qion: 7 Area:12359(21:02-21:18) Qion:112 Area:30042(23:18-23:34) Qion:104 Area:21259(24:39-24:56)
100% S/N 83.8 Y-Gain:1018 100%~ S/N:200.8 Y-Gain:2827 100%— S/N:202. 4 Y-Gain:2046
80% 80%+ 80%

60%- 60% 60%-
40%- 40% 40%+
20%4 20%4 20%
0% i} S A SRS 0% - R ey
20:50 21:10 23:06 23:26 23:46 24:27 24:47 25:07
Quantity : 39.975 PPT Quantity : 41.710 PPT Quantity : 37.567 PPT
Compound : p-Bromo floro benzen Compound : 1-Methylethenyl benz Compound : 2, 4-Dichloro toluene
Iion:95 Area:17079755(26:02-26:32) Iion:103 Area:6116(27:27-27:44) Iion:160 Area:2844(32:12-32:27)
100%~ A Y-Gain:1770020 100%+ Y-Gain:583 100% 1 Y-Gain:294
80%- 80% 80%
60%- 60% 60%-|
40%- 40% 40%-
20%+ 20%4 20%
0% 0% 0%
Qion:174 Area:10322898(26:02-26:32) Qion:118 Area:9620(27:27-27:44) Qion:125 Area:7339(32:12-32:27)
100%- S/N:40896. 6 8 Y-Gain:1063488 100%+ Y-Gain:924 100%- S/N:88.9 Y-Gain:724
80% 80%- 80%~
60% 60% 60%-{
40%- 40%4 40%+
20% 20% 20%
0% Frrrrrrrrrre nana s aaaanany| 0% P TR P P LR T AT T P PRrr ey 0% TP T T T T T T T
25:52 26:12- 26:32 27:16 27:56 32:01 32:21 32:41

Internal Standard

136
Quantity @ 37,049 PPT

Quantity : 37.628 PPT




Ion Chromatogram Report for File

[(BEEED (EFmM) ovsav o5 4]

NEWSI143

97/05/04 10:43:10

Filename : 97042307 Title : MUD
Compound : Vinyl chloride Compound : 2-Bromo propane Compound : 1-Chloro butane
[ion:64 Area:0(5: 05-5: 05) lion:4l Area:0(12:05-12:06) Tion:41 Area:438(14:37-14:52)
100% : 100%- Y-Gain:305 100%~ Y-Gain:890
80% 80% 80%
60%- 60%~ 60%
40% 40%+ 40%4
20%- 20% 20%
0%+ 0% e e T 0% trrrrrrrre e e R ST
Qion:62 Area:0(5:05-5:05) Qion:43 Area:5(12:05-12:06) Qion:56 Area:2099(14:37- 14: SZ
100%4 S/N:1.0 Y-Gain:10218 100%—‘ S/NLO Y-Gain:94 100%— S/N:10.3 Y-G
80%- 80% 80% -1
60% 60% wﬁ 60%
40%- 40% \At 40%-
20%- 20%- MM W W 20%
0% +rrrrrrrrrreer Ty 0%+ ey 0% e e
4:44 5:04 5:24 11:46 12:06 12:26 14:27 14:47 15:07
Quantity : N.D Quantity : N.D Quantity : 1.604 NG
Compound : 3,4-Dichloro~1-buten Compound : Chloro benzene Compound : Styrene
Tion:89 Area:34(21:09-21:15) Iion:77 Area:4391(23:19-23:33) Iion:78 Area:6293(24:36-24:54)
100%- Y-Gain:24 100% Y-Gain:539 100% Y-Gain:527
80%- 80% 80%
60% 60% 60%-
40%+ 40% 40%
20%- 20% 20%
0% -Hrrrrrrrrr T 0% P e 0%
Qion:75 Area:94(21:09-21:15) Qion:112 Area:4226(23:19-23:33) Qion:104 Area:7994(24:36-24:54)
100%+ S/N:2.1 Y-Gain:31 100%- S/N:22. 4 Y-Gain:439 100% S/N:48.2 Y-Gain:742
80%- 80%+ 80%
60% 60%-1 60%
40% 40%4 40%
20% 20%+ 20%
0%+ ey 0% Frrr e e 0%
20:52 21:12 21:32 23:08 23:28 23:48 24:27 24:47 25:07
Quantity @ N.D Quantity :@ 13.346 NG Quantity : 3.627 NG
Compound : p-Bromoe floro benzen Compound : l1-Methylethenyl benz Compound : 2, 4-Dichloro toluene
lion:95 Area:235838(26:04-26:26) Iion:103 Area:921(27:30-27:41) lion:160 Area:1348(32:10-32:19)
100%+ Y-Gain:24067 100%~ Y-Gain: 147 100% Y-Gain:198
80% 80% 80%
60% 60% 60%
40%+ 40% 40%
20% 20% 20%
0% ~rrrr et S R Aaszaszeasseyl 0% +rrrrreteree ey 0% 45 ey
Qion:174 Area:387212(26:04-26:26) Qion:118 Area:2354(27:30-27:41) Qion:125 Area:2688(32:10-32:19

80%
60%

40%

100%- S/N:2786.8

Y-Gain:39039

26:12
[nternal Standard

26:32

100%- S/N:29.9
80%
60%
40%

20%

Y-Gain:265

0% ~rrr
27:15

1
T T T YT T T T T T YT T T T T T

27:35
Quantity

27:55
©N.D

100%- S/N:21.8

80%-

60%

40%4

Y-Gain:342

32:15
Quantity

N.D




[REEE+HFE200 ngFMOY 0T 55 L4]

Ion Chromatogram Report for File

NEWSI143

97/05/04 10:43:10

Filename : 97042328 Title : MUD+Std 200ng

Compound : Vinyl chloride Compound : 2-Bromo propane Compound : 1-Chloro butane

lion:64 Area:1160(4:59-5: 05) Tion:41 Area:27841(11:51-12:16) lion:41 Area:39695 (14:36-14:56)
100%+ Y-Gain:6p 100% Y-Gain:1547 100% Y-Gain:3147
80% 80% 80%

60% 60% 60%

40% 40% 40%

20% 20% 20%

0% 0% P e ror R e [ R ——— S
Qion:62 Area: 8305(4 59-5:05) Qion:43 Area:51912(11:51-12:16) Qion:56 Area:86123 (14:36~14:56)
100%~ S/N:8.5 Y-Gain:8383 100%+ S/N:181. 7 Y-Gain:2943 100%- S/N:380.1 - Y-Gain:6130

80%- 80% 80%-1

60% 60% 60%

40%- 40% 40%-

20%-1 20% 20%
0% trrrrrr e 0% -FrrrT \Bazazsaszauasusl 0% Frrrrrrrr e
4:44 5:04 5:24 11:46 12:06 12:26 14:27 14:47 15:07

Quantity : 112.616 NG Quantity : 162.767 NG Quantity : 163.063 NG

Compound : 3, 4-Dichloro~1-buten Compound : Chloro benzene Compound : Styrene

Tion:89 Area:10179(21:04-21:21) Iion:77 Area:36604(23:20-23:36) Iion:78 Area:25904 (24:40-24:56)

100%~ Y-Gain:810 100%+ Y-Gain:3637 100% Y-Gain:2490

80% 80%-1 80%

60% 60% 60%

40% 40% 40%

20% 20%- 20%

0%+ 0%+ 0%

Qion:7 Area:30479(21:04-21:21) Qion:112 Area:44328(23:20-23:36) Qion:104 Area:39997(24:40-24:56)
100%+ S/N 139.7 -Y-Gain:2408 100%4 S/N:314. 1 Y-Gain:4132 100%4 S/N:220.1 Y-Gain:3783
80% 80%- 80%
60% 60% 60%
40% 40%- 40%
20% 20% 20%
0% ~Frrmrrrrerrrrie S SR L S s 0% - R R S e OF T e R R e TR
20:52 21:12 21:32 23:08 23:28 23:48 24:27 24:47 25:07
Quantity @ 172.173 NG Quantity : 183.175 NG Quantity : 154. 738 NG
Compound : p-Bromo floro benzen Compound : 1-Methylethenyl benz Compound : 2, 4-Dichloro toluene
lion:95 Area:228495 (26:05-26:25) lion:103 Area:11660(27:28-27:43) Tion:160 Area:19028(32:10~32:27)
100% Y-Gain:23047 100%+ Y-Gain:1172 100% Y-Gain:1876
80% 80%- 80%
60% 60%-{ 60%
40% 40% 40%-
20% 20% 20%
0% trrrrrrrrrr R R Ry R G S S e 0%
Qion:174 Area:399493(26:05-26:25) Qion:118 Area:26178(27:28-27:43) Qion: 125 Area:31078(32:10-32:27)
100%1 S/N:3638. 3 Y-Gain:40055 100% S/N:251. 8 Y-Gain:2532 100%~ S/N:109. 8 Y-Gain:J0B6
80% 80% 80%
60% 60% 60%-1
40% 4 40%+ 40%
20% 20% 20%
0% 0% Trr T T e 0% T
25:52 26:12 26:32 27:15 27:35 27:55 31:55 32:15 32:35
Internal Standard Quantity : 154.897 NG Quantity : 164.864 NG
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2 —Bromopropane, 1 —Chlorobutane and 3,4— Dichloro— 1-butene

Summa

2— Bromopromane,1— Chlorobutane and 3,4— Dichloro— 1—-butene are volatile
organic compounds, and applied a Purge & Trap Method shown on next
page.

Water samples are taken in the Purge & Trap vials directly and added
p—bromofluorobenzene as internal standard, and analized by P&T—- GC/MS—
SIM.

Sediment samples are extracted with methanol. One ml of methanol

extract is taken in the Purge & Trap vials, and filled blank water.

The subsequent procedure is the same as water samples.



2 —Bromopropane, 1 —Chlorobutane and 3,4— Dichloro—1—-butene

Flowchart

Water samples

S anple P&T GC/MS
Add internal standard 5ml
20mg/, 5 ¢ 1

Sediment samples

S ampl e centrifugation Ultrasonic extraction -
5g in 50ml 1 3000rpm, 10min, twice
screwed centrifuge tube Remove water

Methanol 10ml
— Extract Dilution Extract Dilution ——
Until 25ml 1ml in vial Until 43ml
add internal standard
20mg/1,5 ¢ 1

— P&T GC/MS




REEFAEER 5 —

p-tert-7FNT7 /- b-tert-7FI-2,4-F> L /-1
JZNT7x/-1

ft%% 1) ptert-7FA17=z/—0V  C,H,O0
p-tert-butylphenol
2) btert-7FN-2,4-Fv /-0 C,H,0
6-tert-butyl-2,4-xylenol
3) J=n7x /=L  CiH,O

nonylphenol
O ptert-FFLT7x/ =L @ 6b-tert-FFIL-2,4-FL /—)L @ /Zr7z/—i (BEEESY)
CioH:1,0 C2H,;50 CisH. O
OH OH (llHa OH
CHs (IJACHa
CHs
CHs—C—CHs L CoHis
CHs
YR U HR
wE SFE W ) Al (°C) Log Pow KEBREE (mg/ 2) B &
) 150.22 237 98 2.50* 5.0x102* Ik 5]
@ 178.27 249 22.3 3.68* 1.5X10%*
® 220.35 293-297 4.46* 5.6* FEEEE

* DMTEBARE T = 2 TSR A W T & B KB
$1 o #r

PhEEE

RERBHIL-7 A2V EVBEINZ ., EBEBET T « A 7 BERREE 270, NEERRIIS. Bk, 8
WT oo ZO®K, ¥y T7NVFarY V7 uvA F (PFBB) THEML (1) L. SEEIWE~FH >
THH L T* v+ €5 Y —GC/MSTHIE « 87 2,

EHEAME, ARLGEA G, L-7AIVE VBRI, BEBRET TF 1 X 2 BEME 2175 . B
WIRHEREN IR, ik U, BTS2 MR 2HET 2, ZO%EM L. PFBBTHEEMLT 5. HEHLW %
~NFYCTHHL, F ¥ €7 ) —GC/MSTHIE - 2T 2,

® B %

[EEHOBER R UERTE] .

REF ¥ PEBRERAEANBERES ] T/, KERABITOOTIRRAMEME. B
LBICL-TXaLEvm (A 10 it>XxL-7XaMEv®lg) TEET 3,



[EHnrTnIE)

(AEBHED

REB00mLICL-7 X 2V E UEES00ng, BB ImlEIZ. Ho5LUbarFryazy s (B2) 27-7H
HH7 4 A7 (XDB-XD) ilAd % (E3), WBAKTH., 28 (1mKDEHE) 2Ly bL. 7 b1
m., ¥Yzuonnaxyreml, n-~FH U 2mlDOETHEH TS (H4), BHKIZNERER (7x2F 2 AL Y -dj.
TNA T 2T v -ddBELI0mg/ L ~F Y UE) 10040 LEARTREET M) A 4gEMABL SIEDEETBAL,
WL -1 2F->THEET S, BRI SRY 7005 i ThELTELY S (15), &k x
L ORI miCBET 2, 2-7 08 — 0. Ime 2L, & S IEBRE T 2T00. Inl F THEE LSE
BB E T2 (HE6),

(EEFE)

BE0gE DY ) VB 1nl, 10%FMA20me. FEEk20me% 2 KESHG 5175, BHB50n0zL-7
AaNE E500mg. B ImlE 5L, Ho»rLar T4 yam vy 2T ERET 4+ 22 (XDB-XD)
KT B, AT, %% (QOKDEHEE) 2y L, 7b>1iml, YZ70nuxyyéml, n-~F
Y 2mlDIETEHELRT 2, BHIRICHIZRER (725> AV >y -dg. ZVE T VT 2 -di BB 10me/ € ~F ¥4
W) 1008 KBRS M) 7 A4 gRMABLIRVBECHKT 2, 2%, BTFE2g2HmIMLEL <IE
DRECHERE FET7) 270, #RRLL/ADo— b EE-> TRBT S, BABIsYZ7uuxy Yy 2mTik
BLTELE 2, EFREMT LIV N I nITBIEYT 2, 2-70,8 — 0. Il 5 EIML. & 5 EEK A1
21700, 1ml F TIEME LSV BEILEIR & 5,

(¥ &DAR)

KLY [ PFBBYAH 1 R IREES UV 7 A 3mg (S 70 ZA8—F WV 1HR) BHEIML, 74 —F —/N 2R
ZHVTS0CCTI0MMET 2 (F8), ZRTIAHBSH. BEKI4ml, n-~FH > ImlEHEMUBL R
DIRYE 2, BER. ~F VU EEN0.5MSIR LV BOEARE T b)Y ATHALREKE T2,

[ZHBRRDOAR)
AKERBIZ DOV TIES00MD X ATV T 4 —F —% BEABCOLTIEHIMD I 2TV 5 —F —% o
[RetofiniE] RV [REEROBAR] LFABECEREERTV. Bohizb DR ESRRBK LT3,

(PFEBH R EZEERRDAS]

BREYH R L 7 2 b VBB L T1000mg/ £ F2 B OFEHERIR » T8I T 2, BIEEBK ZES Ln-~F ¥
YTHRU Tp-tert-7F V7 =/ —)b, btert-7FN-2 4-F v ) — O TI310mg/ 8., /=N Tx/—
MZDWTIE100mg/ L Dn-~F ¥ VEEBEHER L T2 (F9). EHESHERI0~2004 0 K UNEEREAR
(7 2F YAV U-dpe ZVF T 2T V-ddBE10mg/ L ~F 23 VB 10040 Z10meOKDEREE T |
NANF YU TImiT 3, FEERSERIC-7a8/ — V%20, 1mbfIN L. 8BEWR %417 25700, Inl F T
W9 5. PFBBAHK | KUY V7 28 3mg 2 BIIL. 7 4 —F — N X 2B T80°CTI0SHIMEAT 3, £
BTG E. BEAK4n, n-~FY > ITlEFRMUEBLCIEDERE S, BER. ~F9 0 BE2H0.5n05>
BUALEORRES b ) 7 ATHALURRZBRIERD 72 OPFBBHEMAELELIE (p-tert-7TF NV 7 = /) — VR
6-tert-7F -2, 4-F ¥/ =L 0.1~2mg/l. /=NVTx /- 1~20mg/ 0. NHELEYE 1ng/ L) %
B %,



(A %E]

(GC/MSHIlE &)
AT A5 1 J&W DB-1701 (14%Cyanopropylphenyl-86%Methyl)
30m X 0.25mm 0.25um film thickness
AT LBE > Oven 50°C to 280°C programed at 10°C/min
HEAOBE . 250°C
Avy—7 x4 ARE 1 280°C
1 F ALEE 1 70eV
FYYTHRA :He (1m¢/min, 12psi)
TAf® . Splitless (purge off 1.0min) 2 u£
E=F-A4 4V . p-tert-butylphenol 1315 (330) () IHEREH
6-tert-butyl-2,4-xylenol :@ 358  (177)
nonylphenol 1315 (329) 1E10)
phenanthrene-d,, 1188
fluoranthene-d,o 1212
(BRER)

BEGFHPFBBHUMAAERER R 2 4 0 2GC/MSICEA L., BEYHE L NEEYMEORELL L ¥ — 7 ERL» S
BRERZERT 5,

(& &)

SR 2 4 #GC/MSIZEAL., Bon - BNWE Lt WEEYHE O E — 7 IR SRERIC L VIRELE
K. KEOHERICE VRBFOBEREHT 2, /A 72/ — VDV TIE, I5—-20 T 3150a+
b, CBIVAdDEE— 7 2RPEHE TN AT T V—dod VEEL. ZOFEHER/ VT =/ —VOHIE
L35,

(FHE=)

B i RERD 5RO BB X NEERME (1)
HETEE (ug/l % T2idug/ke) =

HAEE (¢ £7213ke)

(B HIRRA R O E ERRS)
AR & A REBARVERBRE TIORT, (1D
K B (/) E & (ug/ke)
B oH R A E 272 B R BoH RO
ptert-7"F V7 x /) —)v 0.076 0.254 13.2
6-tert-7F NV-2,4-F VL /=) 0.322 1.075 3.15
S=NT /=N 1.109 3.697 114.6




(% .- $4])

#H %)

ptert-7F N7 =/ — ) I RE—K FREMZE)
6-tert-7FN-2 4-F ¥/ —) D BE K (FEFALEK)

JZNT /= (TR Yy F) (L)
7I%VXVVﬂWNQWBMMEIKﬁmEIAHRNKRES@Hﬂ
7»%?V?Vﬁm:KAMBMD@EEUNWELM%RAﬂHMB(UU)

BT 4 X ZXDB-XD (RYAFLYYEZLRE YFR, 47Tm) :3MBE (Y—2H 4 x> X)
vrouXyr. T MY nAnFHy, AY 0 —0 BEBREARE (M)

HARREF N v L BREEERBRA (REHER)

3% AESBRHER (RHE)

Y B AERR (FDEHE)

2-7 TR =)V REERRES R (FIEREEE)

Ry yTIMFurYr7uv4 ¥ (PFBB) | RAEfHk (REER)

18-7 77 -6 o RERR (FEHEE)

REH ) v o (EA) [ AR (ADLHZE)

PFBB&# © 1 m¢DPFBBR U 1gD18-27 5 7 »-6%2-7us8/ =iz b H» L50ml & Lizb D, (H13)
BEOK S ATV T —F—

(# A)

AELSHKEEE | EERBOKEZAF CERT %,

Wb BOKEEEA, WREBEiTI,

KDE#MHEE © 10ml

AT E AR Y ¥~ 1 500mé

7 —4% —/NR I PFBBiLic v %,

Extraction Disk BB =k — AV FRUTFAY 27— 1 3MBE (Y- ¥ LV XR)
75 A7 4 V¥ — : Grass Micronfibre GF/C47mm¢ : Whatman%d

T fi#

# 1) PFBBibidm-tert-7F V7 x / —N kptert-7 FIV7 x ) — VOBBESTAIBEIE 0 I 7eDIT o 12,

W) FARZ Ry MU, A5/ —n5nl. FEEAK3mEIEICEBSS AT v a =Y/ E TS, 2O
B EEET 4 RIVHIANS LEIROETEHES, 20D YT 4 v a=rIpoHAEAITRT
4 A BBETEB->TWE LT %,

3 SEAEERENERICIELACEBELLY, SSAELE LSRN TIEIEL CEARENETT 5, 20X
SRBERT A4 AIICTIAT AN — R BERD, £/, RRNCEBENZ 1RHECOVRET S It
> T, BKRBLPT L S,
EERTH. BB R CERBARITS L ENCESMET T2 0T, BRBKET> Tk T &,
EROBEBIZ LD T4 AV HEEMFATERWESIZ, Y/7un Ay YL 3BT L, &
DOBERIEF P Y T ABgEEML, ¥ 700 2% 50ml, 25mlT 2 B 21T,

HA) PRIy » ¥ 2700 X8 VR TREAFGRES M) AL ABKBERETH S0, ~F > 2mlEINZ S
XL DERBCBATES, BASREITObRI:»E S 2 IFMEROEHE THET & %,

H5) BAREORT I PSR VRIS 2 O3, BiAic & 0 REEMRE S ~ Y v AcEE S TRSERE



NIZS e TH D, fE> T, WEEREZRINE L CIEDEY Ch o EARESF MY 7 A eHRIMT Bz,
it\MK%%ﬁﬁﬁﬁtwmﬁﬁ%bt¢ﬁ—FM§1gﬁ§®ﬁ*ﬁ@%b07b%%ﬁfﬁ(timo

EG)Tﬁby\V?DDX&V\m«#ﬁyﬁ%nﬁﬁﬁﬁﬁﬁKEﬁﬁ#@D\it%@?ék@ﬂ%ﬂ
BT 2, 22T2-708 — V%0 1ML, 0. 1m0 % CIEMET 2 2 L0 & DIEHERERET 2, T4
LDEF—N—LLTHEMT2, 2Dk EHEX T TIREVLIT RN,

HT) BEEORZIIPFBBIC & 2 BEMCRICEIEET 2 0 THERERTS .

&8)vt—&-wxmKDﬁmﬁéowé%u\&%ﬁwfﬁlﬁﬁvz~y—nxmcﬁ‘%@%ﬁ%?éo

E9) /=T x /- vid%  ORMBEAYR 0T, BERMOMEDI0E: T 2,

Em)/:w71/—wu%<®EﬁW®ﬁé%T%D\vxx&7bwb%n?nﬁﬁé@f\ﬁ§%ﬁ7ﬁ
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IEE (X) 0.2582 0.5150 0.7789 HAERBE (ug/ke) 50.0
BEEZE (o) 0.0103 0.0138 0.0379 S3HTE (X) 45.3
it f7 (Dn) 0.0127 0.0170 0.0465 EHRZE (Sc) 4.2
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(Area of Sample/Area of Standard) vs (Amount of Sampie Injected) (Area of Sample/Area of Standard) vs (Amount of Sanple Injected)
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p-tert-7F N7 =/ —)V

VB4 Heg WINE (ug) HI5E EHK B (%) EEMRE(%)

FEELK 500mé 0.1 4 97.3 4.3
500mé 0.2 4 98.1 4.6
500mé 0.3 4 94.2 4.8

A 500mé 1.0 4 85.7 8.3

i: B 500mé 1.0 4 82.6 7.1

B = 108 0.5 7 89.2 9.3

6-tert-7FN-2,4-F Vv /) —)

WE A BEE BINE (ug) HIE B [EIULEE (%) EERE (%)

E N 500mé 0.1 4 70.5 12.1
500mé 0.2 4 71.8 20.3
500mé 0.3 4 63.2 18.9

A 500me 1.0 4 48.8 30.7

#w ok 500mé 1.0 4 62.1 7.7

B H 108 0.5 7 6.2 30.2
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VB4 RELE TINE (ug) HiE B EIEE (%) EEMRE(%)

FEELK 500me 1.0 4 87.2 9.5
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500mé 3.0 4 96.7 4.0

A 500mé 10.0 4 78.6 4.2

i3I 500mé 10.0 4 71.5 6.1

E H 108 5.0 7 57.8 11.5
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p-tert-7F N7 = ) —

CIR-E N 5 HFMEROBER (%)
pH | BB R OBRFE (%) — (
(ug/ £) i3 B b
5 1. 0 88. 9 93. 3
7 1.0 89, 0 93. 5 92. 8
9 1. 0 89. 0 99. 3

6-tert-7F V-2 4-F L ) — )

IR N 5 AEMERDREE (%)
pH 1 BB R OBEFEE (%)
(ug/ £) i B A
5 1. 0 89. 7 93. 2
7 1. 0 91. 4 89. 6 86. 6
9 1. 0 91. 3 96. 5

J=NVv7x/—)v

IR - 5 HEEROBREE (%)
pH | BB R OBREE (%)
(ug/ €) i AR Xt EOA
5 10,0 76,7 : 94. 7
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9 10,0 76. 3 100. 9
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8.81z

315 F
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3587'” T T T T T T T T LENLANN B BN BN | B IR | T T T
188 o
a2 Tt T T LA L S | T T T TV T ot T TT~vT ™
al M A A1
PaN
Frrrryrrrer [ rrrrrr oy rrr oyt [ rryrrrrrorey T Trrorr
1658 1768 1750 1888 1858
16:38 17 :88 17:38 18 :00 18:38
A
Plotted: 1658 to 1968 Range: 1 to 23088 198x = 5868143
8.66x% l p-rert-Butylphenol _
3154 A o

alsy'r-l'|v|v||l'1lfr'|'xi71'l'|'|"r—ﬁ1,|.v....

98- /\J\J\A/\'

8617![1|lr‘r]1[l|-|l|r|l‘]l|'v|']'l]'l'|'l'l_'l'|'|‘

6-tert-Butyl -
358- -2,4-xylenol !
@.84d T T T T o rtrorTr T LA S ML B NN | T T S e

IWLW\,A/MM\‘—
a_sszl""'T_'\"I'l‘l'l'l'l'l'l'l'l T T T T T T T LRI B
phenanthrene-d,, r

188 r
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Plotted: 2088 to 2300 Range: 1 to 2308 188 = 5834877
8.88x
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Target compounds
p-tert-butylphenol,
6-tert-butyl-2, 4-xylenol,

nonyliphenol

Brief of Analytical Procedure

Water samples (500m) are passed through the Empore XDB-XD disk under the presence of hydrochlo-
ric acid and L-ascorbic acid, Target compounds adsorbed on the disk is eluted with small amounts of
acetone, dichloromethane and n-hexane in succession. The eluate is dehydrated after adding internal
standard, concentrated and then derivatized with pentafluorobenzylbromide (PFBB) . The phenol PFBB
derivatives are extracted with n-hexan and determined by capillary-GC/MS.

Sediment sample (10g) are steam distilled until 500mé of aqueous distillate are collected. The distillate
is subject to solid phase extraction in a similar way of water samples. Only additional step is that reduc-

ing copper is added to the eluate in order to eliminate sulfur before the derivertization procedure.




” Water Sample

Liquid-Solid
Extraction

*

Elution

500mé

¢47mm Empore XDB-XD
L-ascorbic acid : 500mg

HCl . Imé

Sediment Sample

10g

Steam

acetone : 1mé
CH,Cl, : 6mf
hexane : 2mé

Internal Standard Dehydration Concentration ——— Concentration

1
phenanthrene-d,, anhydrous N, — 1lmé 2-propanol N, — 0.lml
fluoranthene-d,, Na,SO, 0.1mé

(10mg/ £ ,100. )

Distillation

H3PO4 . lmﬂ
10%CuSO, : 20mé
H,0 : 20mé

HCl : 1m¢

hexane . 2mé

(10mg/ £ ,100.£)

Derivatization Cooling Washing & Extraction Dehydration ‘»—7 GC/MS
PFBB solution 15min H,0 : 4mf,hexane : 1mé hexane ca 0.5mé
K,CO, stirring anhydrous Na,SO,
80°C, 30min
Liquid-Solid Elimination of | Continued
Extraction Elution Internal Standard Dehydration SulfurResidue at *
¢47mm Empore XDB-XD acetone : 1mé phenanthrene-d;, anhydrous reducing Cu : 2g
ascorbic acid : 500mg CH,Cl, : 6m{ fluoranthene-d,, Na,SO,



R A KRFAZERE Y ¥ —
HYEZ el E& - /MR BEH BN A5
HIRIEE A7 8 —N/IK BEEH
(1) o-s-7" $A71)-M (2) o-t-7 F871)-1
ILEMER (3) m-t-7 FA71)-M (4) p~t-7"F#171)-B
(5) p-s-7" FA71)-M (8) p-n-7 FA7T)-N
(7) 6-t-7"#4-2,4-%ILJ-} (8) Jznrz)-M
H g B BEdmksu<er 7578 (HPLCH)
G (log Pow) (1 2.72 (2) 2.86 (3) 2.46 (4) 2.50
(5) 2.68 (8) 2.84 (7) 3.68 (8) 4.486
<HAE:zOHE> i

BEHEE LTHVWI. A2 /) -3 LUHEY
KIfIoGERE 7 v~ PS5 7l
L,

BHYMER 7= by FIKEH» L, 508-1200
ponDIB BB L 1,

<HIFE SR>

Hr4425 ¢ HPLC (Waters 616 pump with

996 photodiode array detector |

| <atr&HE>

517 & Develosil 0DS-5 25cm X 4.6mm¢
Fe @48 CH30H/H20 (70/30)and(80/10)
FidE: 1.0 ml/min

B #4418 7V1(200-400 nm)
hILEE: 30 C

FAR 10u]

<PIE B DOHE >

00S DA LZ2HV. X7 /=N EK%E
BE#EE L. SREMNSENOZLEYER T
BHHEORFEM L2k, EEHHEOHE
FHEBIFEROM&D S BUYE O 2EF
RMERD Io, REWME VL Uy 7UE UL,
b 712-R 6" V9 hop,p’-DDE) B ST EHWHE
(1-8)1x7 € b vEFED L LBRE S H T
oo v IS5 T7RBALL,

(Do-s=7"Fh71)-} (2)o-t-7"#171)-M

OH OH
?Ha CHs
|
Z ‘ ?—Cﬂh C—CHa
|
N H CHa

(p-t-7" F071)-4

OH
CHa—-(P—CHa
CHs

(Du-t-7"FA71)-1

OH
(I:Hz
(II—CHs
CHs

(5)p-s-7" FM71)-R (8)p-n-7"FA71)-R

OH OH
H“(.:—CZHS C4Hs
CHs
(16-t-7"F1-2,4-33V)-8  (8)JZN71)-M
CHs OH

|
C—CHs
I
CHa

OH
wrti:r

CHa

J‘: CoHig
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<BELHR>

A7 5 —=N/K DEREH (BHEBEHK I T FTH)

ILEMES tR [tR’=tR-tO logtR" |ERHXLD i %
(CH30H/H20)=(70/30) | (min) | (£ 0=1.63) log POY | (X#K{&E)
(Do-sec-7 #A71/-M 10.54 8.91 0.95 2.72
(2)o~tert-7" F871/)-1 11.64 10.01 1.00 2.86
(3)m-tert-7 FA71/)-W 8.88 7.25 0.86 2.46
(4)p-tert-7"FM71/)-) 9.12 7.49 0.87 2.50 | x(3.27)
(5)p-sec-7 FA71/)-} 10.29 8.66 0.94 2.68
(6)p-n-7"FK71/)-} 11.51 9.88 0.99 2.84
(7)6-t-7" Fh-2,4-%¥V/)-1 | 21.30 19.67 1.29 3.68 *
NI, 7.48 5.85 0.77 2.20 2.13
7 0EA VL Y 11.72 10.09 1.00 2.87 2.99
kT 712-8 23.51 21.88 1.34 3.81 3.76
{LEMEA tR JtR'=tR-t0 logtR |EBRX LD i &
(CH30H/H20)=(90/10) | (min) | (£ 0=1.68) log POW | (XX H#KME)
(4)p-tert-7"FM71/-1 3.92 2.24 0.35 2.07| *(3.27)
(1)6-t-7"Fh-2,4-%3b)-h | 5.22 3.54 0.55 3.20
(8))zh71)-M 7.60 5.92 0.77 4.46 | *(6.32)
ATUE Y 4.186 2.48 0.39 2.32 2.13
7 UENT UL Y 4.83 3.15 0.50 2.91 2.99
k' 712-1 6.18 4.50 0.65 3.79 3.76
B AT YR 7.57 5.89 0.717 4.45 4.81
p,p’ -DDE 12.30 10.62 1.03 5.90 5.69
F98 ) —Iv/ K DECRE
EEHR2 0N IS
8
O CH30H/H20(90/10)
"1 | & CcH3oH/H0 (70/30)
6 O p.p'-DDE
. 5 a SRR |
& 44 .
o b 712-4%
(o]
- 3 7 YA R INTa
5 - NIV
1 —
0 7 T T T T T T T
0.0 8.4 0.8 .2 1.6
log tR’
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eSS RIRFAAEERE Y —
B4 By A% N RERA X
tERTEE KRR
==ty =E2 p-tert-7FNL T x /-
PE & 79 A%k (BFEEANE)
PITERR 5.0x102 mg/1 (20 °C)
BEEEL 3ME
HEEsC
*Dﬁm% ClOHl4O
OH
BIERM
SRS DX-303
TR
NS5 A T Ultra-2 (25mX0.31mm ; 0.52um)
HSLIBE . 60°C-3C/min-180C CHs—C—CHs
FADEE © 250°C CHs
HIEREHE T 7E1970-d10
DHTEOEER

N A 7 IR AT 1000mg & 32 527K 100m] 2 A+, 603TEIRE D%, 20°C CASHFHIfFE
Uko FDH%. HIAMMEAIK TR BRITL. 851 3D InIIIRZKIOm 2N, ¥
00X975m1 X 2T U GC/MS-SIMTAHTU 20

#ERER (mg/ /1)

BRUEES 1 2 3 FE RRE
BFEAE 4.93x102 | 5.10x10% | 5.07x10% | 5.0x102 0.091x10?
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WMEREL KB AEER R Y —
HYE By A5 INEEER A 13
HRTEE Ik B EE
{tE% 6-tert-7"F4-2,4-39L)-)
HE*® 7o Aak (EEEARE)
BTEHE 1.5x102  mg/1 (20 °C)
J5E B0 3
HiEN
?iiﬁ?é_h
ERALA CIZHIBO
BIES OH .,
DR Y CHs ' ?‘C}h
1 R N Ultra-2 (25m>0.31mm ; 0.52um) CHs
NS LIBE 60°C-3°C/min-180°C
FALEE 250°C CHs
PIEREEHE 7t+777-d10
IHTIEDHLER

N A7V EE Iml &2 EK100m! 2 Ah. 603 RS 5%, 20°C CL8HsfEAsE

Ulo EDR KTRD URHTFABES K TABRITO.

55

2 B3|DImIZ

FEEKIOm 2 A0A . ¥7H004905m] X2 T Uy GC/MS-SIMTA4T U T2,

HEHER (mg/ 1)

RUEES 1 2 3 F1E REERE
#EE 1.50x10% | 1.49x10% | 1.48x10% | 1.5x10? 0.010x10?
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IZeReRgZ KRR EGER/ LY —
HYE HE A5 IEZEER P5)IE=Es
HERIEE &30 o
{LEME L IR (EHERESY)
WEE TI A2k (EBEAE)
BEHER 5.6 mg/l (20 °C)
HEEx 3
e HBER
ERE S
Aldrich CisH240
e
SFtE3s  DX-303 OH
AN e yad :
H5 A Ultra-2 (25mX0.3lmm ; 0.522m)
N5 LIEE 60°C-3°C/min-180°C
FAEE 250°C CoH1g
IERE J11UALY-d10
SATIEDRLER

INA 7 ISR YE Iml & FEEK100m1 2 Af. 60RHE L S %, 20°C TASHEEIRG &
Uleo TDR. KTROURT I AEMIKT2HEZBRITV. Bon3HD10m %2
ZEEKYTH002925m X2 THIH U GCMS-SIMTHAHTU 12,

JZNT 2 J—NVIEHEKEERY THIDT. BAWEUTOBRBRELIIEL o

#ERR (mg/ 1)

BIKES 1 2 3 TygE | EsEE
EE 5.43 5.89 5.53 5.6 0.242
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I RBR R > % —

44-YTOEET 22)

44-Y7OEE 7 = 2)
(4,4'-Dibromobiphenyl)

(i)
WA o<1 = WAL log KBRRE AKE KR
(°C) (°C) Pow (mg/1) (mmHg) (t)
311.98 164 357.5(760mmHg) 5.73 0.0057(25°C) - -
81 4 # %

ARG, KERRNZAFY YL, VBTNV I— P ) v hAS AT )=V T v 7T
%o BRHEEUCHYHRMI. IN KOH /T4 ) —VBHBERWEZ VA ) MER{ToF-H. 5%SK
SUATNVAS LERAWTI )27y 7 L%, GC/MSTERTAHETH D,

BB BOTETE. ZIVAYAMRICX DHEAERE ) J0EE 7 2oV, RUEkE 7
ZW(PCB) . RVVFATZzVERPF S 72NV RAXOMTEHAEETH o

Al Bk
(RHORRRCBEE] BET (CPHEREAERERER) /. WQERNE
ABERE. BPONITTH.

(Gl o mifLEE )

k&)

A1 0% 2 0DRE — MTERBLL., KA (H52E) E7E by 50ml 2AWTHEL
., BONET R N UBEEMED— FRORKKICEDES (E1) » HF P UL 30g
({F2) ZMACHREES - BHELUEB. AFY 2 100ml 2MZTH 10 PEEEL SHE L. +4
BHELTATY UHEZERT %, KHIEAFYY Soml ZHWTIREE SHEBEEL2EIC 1 [EED R
L. B5NEAFY UHIHHEIE 200ml DY —H—IZ&bY, BKRRF bV AEHOTBIALE
#. 200ml OF BT S22 LT, O—F ) —)NHR L —F 2 HWT 30 °CTH 1ml F THRUTE E
wda (E3)




UKE - £91)

Kkl 20g 2 200ml DF BT 5 XA NTERAL (3734) L. IN KOH /T J— )L S0ml #h0Z
g, BTRABICEE L., BT TIRR7ZVH)MMETD (115) . S TE. BB
ik LR S F RIS XD ERETHEL, BRHELEIPSAFY Y soml 2MZ 5 (I
6) . /BONEDEKIZ. HZXAH (GF/A) 2BAVWTHEABL, F2XH 7S5 2aNORKE
. =H = AFH Yy (1 1) 20ml ROANFY 2 30ml 2ANWTAEREEICHENAT (GF
7) o PWEDLEOAFY L ZHNT, 300ml OSHE LT — MIB L, K&K 5oml i1z, 10 4
iRE SHtE L, +28ET 2 (AW OEEIE. BT RIRE2EK L. HBKELY ) —)
SAFH Y (10 1) 20ml ZFWT 300ml O3B — MIB LT, 50ml OREKEMZ CTIREE S
e 5) (GE8) o NFY UMK 300ml O — ML, KHIZAFY Y 50m 2HNTH
BiRe S L, #Bonz~FY U MBHIE 300ml OSED— MNCE&bE, BEUK soml 20X T,
BIRED LTHET 20 AF Y UM, FITHERK 25ml Z HOTEHF LEE, 200ml OE—H—
B LUK )DL ERWTHRAKL =, 200ml OF A B 7S5 23IcB LT, B—4 1) —
INRL—FE2HANT30°CTH3ml FTHTEEMESTS (F3) o

(kR DRE ]

Uk&E)

TOANFH L 10ml THFLEZVATNVA—=DN) OO AT LI 10ml DAY v VEIRBRE 2L v
PLER. ABHMEASLICAR L, WEIZHIZ LY RETCTITFTHLS, hNEDOAFH L A
BHWABRNAIA I LOBREEZEVEDSKHNZ NS LICAR L, AFYY 10ml 2ZHWCHHYE
EEHT 5 GARBEROERDOATY L 3 EDTAIYUBE 1oml) (HBElrS5rvar 55
TV AXPANO BREDPEH T S) o ZEEHNO 10ml O v VREBREICEHmLED L
37 P VEEAEATYY M BAVWTT P 7S VAXEREL (BE27502>ay) &7
23 arOBEHBRIERAIEZREMTIT 1ml FTEMHBL GE3) . HEHASEER (20 ©
g/ml) ZIEFEIZS u 1A ZE, ~FYC2HNT 1ml T3,

UEH - 9]

SOURTNHT L (SBEKS ) AT 5g) 12 50ml OFRB7 S 2%ty b LEE, BREE
AZLICARL, WEZHZ LY RETTITFTHLL, NEBOAFXY L CHEEERBRTHS A
DOEREEZEVRDPSHABEA S LMCARKT 2 (ABBEOAXY L HEZDTATY U RE 0ml) (5B
172723y :7 2722 )VAXPANOEKIMBEDREHTS) o ZBEHD S50ml DF 75
ZAAZRBLEH L, SBT—FNVEBENFY Y 30ml TF PSS 7 2 VAXRERL (27572
vav) . BHEIZD—% ) —NHE LV —F 2 AT 30 CTH 3ml FTHEEMBL GE3) .
EFRNERER (20 1 gml) ZIEREIZ S w | MAFH, ~AFY U EHOTAE v WREEBREIZE L.
BRI ZAZWEMIT T 1ml FCERT 2,

[zl D RS ]
Akt & FROHEKZHNT [BUROFILE] R BARROHR] OB > -8 EE LTH
VAW SR R RATT.Y SR R B

(REEm DR )

BEREVE R CUERANSEEYE (F 781y d s, AFH2ZOORVEY - 12Ce . ZIVT
ZYTY die, 7Y dz) B 10mg ZIEREICFED, ~FY U 2MA CIEREC 100ml & L,
100 1 g/ml DFEFHEFHKE 5,

REH (001 — 1.0 ¢ gml, WIBEEYEEE 01 4 gml) KOHIERNHEZEER (20 u
g/ml) E. AFV U EBHNTCHFRT %,



(3 &)

(GC/MSD&EMH) (£9)

HHBZ L

AS LRE
T

AH T —2E :
R VZIE JG8
TS —AF

¥ vESV—hZ L (FF10)

WA 5% 7 2= )V AF VY)Y (J&WHDB-5MS)
JEE 025 um £X, WIE:30m X 025mm

:50°C (24) —20°C/ 43— 120°C— 7°C/4»— 300°C
27w MU REFEAOEE : 250°C

Wik : Iml/min  fEE : 36cm/sec /S — Y BRLGIERT 1 1.5 2
LV bhwr) S (240°C)

EI% AAVHEEE:210C A4 BFE:70eV (EI)
1 44-TTOEE 7 )V

M/Z:310% 312, 314=%

MZ:290, 292% (ANFHrpuxRy ¥y -12Cs)
M/Z: 234, 236% (44-7pnbEr7xz=)V-"°Ci.)
2-70EE 7). 3-7OFE TN, 4-TREE T )

M/Z:152%, 232%, 234

M/Z:290, 292k (~AFHYropxRyEL-'2Ce)
FSI NS 7 I)WARX

M/Z:197%, 347%, 349%, 351

M/Z: 240 (ﬁl)ff:/-dw)

RUJF A7y

M/Z: 89%, 134

MZ:136 (F7%L > ds)

IRUVIFF T

MZ:152%, 184

MZ: 188 (ZVvAEZ>TFT > -d1o)
FVELE 7 =)V (28ELED)

MZ: 222, 224¢%

MZ:290, 292% (~AFHPrpuRyEr-1Cs)
MZ:234, 236% (44-7npnE7xz=)V-'2Ci2)
BVELE 7 =)V (3EHELD)

MZ:256, 258%, 260:%

MZ: 290, 292% (~NFHYrnoRr¥r-'°Ce)
MZ:234, 236% (44-P70nE7xz=)V-"°Ciz)
AUtz (4R ED)

MZ:290%, 292, 294%

MZ: 188 (ZNWAZ>FT> -dio)

MZ:290, 292% (AF¥rpnoRyEr-1°Cs)
M/Z:234, 236% (44-7npt7x=)v-"2Ci)
RV 7=V (51EEED)

M/Z:324%, 326, 328%

MZ:244 (p-¥—7x=)V-d14)

M/Z:290, 292k (AFBr oo ¥r-1°Cs)
MZ: 234, 236% (44-Y7nper7z=)V-"°C.)
RVERE 7 =)V (6EFELY)

M/Z:358%, 360, 362%, 364%*




MZ: 244 (p-¥—7x=)V-d14)

M/Z: 290, 292k (AFxHBrpoRyEL-1Cs)
MZ: 234, 236% (44-70BEZ7xz=)V-"2C12)
*IIMERICHN D (3 11)

(RE#RR)
i 1 1 1 2EGC/MSICEAL, EWEORT E— 2V HE L ARMEENEO L — 7 HRED

E AW TRERZIERT %o

e #)

ez 1 41 #GC/MSIKHEAL, BohEEWEORY ¥ — I HM L NEHREDHO E—
VHEBEOL» SRERICK D ERT o

(Gt &)
MUTFoRKIcLhEtEZITS.

m A% (ml) 1

SR (1 gml & 7 i g o) =R (ng)
gm & TS A m(u 1) R (m i)

GRIBERA) AR ORBRRZ FKicRd (E12) o

44- Y TOEET 2 Z)V

ok Atk 2 BHIBR AR A w PR
K B 120 0.019 u g/l 0.064 u g/l
K H 20g 10 uge -

& W 20g 054 u g/g -

- BE

(X %)

44- P7DEET )b, 2- TOEE I )V, 3- TREET ), 4 TREET D)V X
VIFAE T YRV FA Ty, B ERERRE 2 TR E

FIFZ 72 Z)VAX AR L F A

RUELE 7 z=)b : GLY A =2 Rt 8

FI2HLY ds, AFBOORVEY -2 Ce, ZIATUT Y d oy p-¥—7 =)l -d 14,
» V> -d1s : CAMBRIDGE ISOTOPE LABORATORIES #f (CI L) %

AFHY UTFNIT—F ), P, TH =), EARBEF ML, EEFMIDL K
BRI H

KERIL AV ™ I SRR :
EERUK - Milli-Q SP.TOCHRMIKBEREE (I ) RAT7HE) 0K 2HEE K, BHEHNELBHEEITIE,
AFY T 2EEFEFLUTHO S,



INKOH /T% J—)ViAH : KEBILA) D LADERZEE LT, INLRIZBEHSZE=A75 2
AXHEL, TEEDTY ) —)VEMATER, 7700 BBERKAREFLE T2 FvIIY—5
—ZHWTOKBIEAY Y L2BREE 2, HEHRET S,

YVATIWH—FY W hS A Sep-Pak Plus Silica Cartridges(690mg) (Wa t e r s &t#!)
S5%EKVATINV chZnrae AT VAT (FXMELER Y 3 —2)0 C200) % 130 °CT 15
I R NEAEMEAL U728, 95g 2 300ml DGR (BHRE) HE=A75XTICHE L, BHRLT
BRMETHHAT . VAT NVERHEBLEDS, Sml OF—)V Ry b EAVWTHERAEZETFLT
GKIE, BRUCRADMKTI2ETHIPICEAT 5. HIZ, B SBTI00BIEL > L.
T —% (GEEl S VRT)) Az, BRUTISKERU FMRELEDORFERT 3,
YOUATNHAS L : HZRAT AN —(tEHZ2H S L(10mm @ )Ic~AFHY Y 5ml 2R Lk,
58 D S%EKIVATIWERAL, BRLUTHACEBBRLEE, A5 02BBLTI VAT IVEH
RUBI R, "XV OWEZ FIT-E. W7 LD0BREAFY L THEL. AFY L 2K 5em
DEIETCREL, BARBF M) Y228 2ecm DEIICEEREL. WHE T 5.
HoRGHA# : GF /A (Wha tma nst#)

[ E)

0—%))VRL—% (lERER &) : fEEROEREICHV 5,

R&S2 - WAMEICHWS,

XTXRF VIR —F—:

NAonT) Y NERZEEROFMKRTG C/ MSOEAIZHW S,

FEHE  BEEA—P) YO AT ARV EZ Y= T v TICHWS,

o —b (2 ¢,300ml) . E—7H— (300ml, 200ml1) . F A% 75 22 (50ml,200ml) . A v
v EHARE (oml) . ZATZSZ3 (10) . A5 42709 ME (10mm ¢ x30cm. G2 H
TRAITANI—E) (7 MTHEFL, EEBELUTHY S,

IRTEPEERE - 7V ) HICHW B,

WEABEE  BEANZ)VH ) 2RO ABICH N5,

* f%

1) ARAROBEEICHE LEHNHEDBE L kFOBEM SRS Uk BB DK S DB
fxEET 2HNT, X %,

2) #WKEBOBEE. BMLRV,.

3) PERBET2ENVYFF 72 VEPBLTEIOT, LEIEIT 2.

4) IN KOH /% ) —)Vi#k 50ml 2MZ =8 &2, AHRDNRRICEE - HEIND LS. F
AB 7 2 ADIDOREICHEMDPME LR DL SICHM 2T 5, 2B, EighrEnwihe, 7
WH ) BRI TIROBAIX. IN KOH /T ) —)VIEKORNEZ 100ml 235 & &I,
DEODTHRIECHA T2 MBS, AR SEOHHER 2(5C LT BERT 5,

5) PVHVGHFPIC, Be2F AWM IS Z2a2RDIRETCHREERET S,

6) WABICNELEENESZEUNT ZHKTMZ %, WMUEAFYUIZ, ROMBEECS
T BB 2B,

7) LEITOHFLTHVIAL LT, BRBERICERET 2 HHRS 2 EINT 5,

8) KEAFVLORMMIABUEYEIEL Z2DT, AFPUHIIEELRVWEDICHET S,

9) FHKEMEIIHAEFAutomass20K%0DX303 (GC:HP5890) tHd,

10) AFNVIVAVRASI LR T ) 7B ENROBHTE I TE 5,



11) AN/ Y - P CeDATH HAREBUDIESN D, 44000 72 - 12 Crald. YOy —
MuEYIE UCTHET LD, PUEMAM S ¢k, DESTE LT HoREEMIES D
27,

12) MHEBARARCERBRE THREBRAEDEDHICONT) (S63HESH27H) Ik, kDL
BhaEHLE,

44-YT7OEE 7 2 2)b

7K =1 K B U7
RS (rng/0) 0.1 0.2 0.3 PR BRI e fE (g /Kg) 1.9 0.96
2 EX) 0.098 0.196 0.278 EKIEE(ung/Kg) 10.0 5
FHEfRZ(OoR) 0.0024 0.0025 0.0066 4 #7 fE(X) 10.7 5.4
# H 51(Dn) 0.0039 0.0040 0.011 ft=HEfEZE(Sc) 0.16 0.17
M BR R (Dx3) 0.019 fo H B AL (DL) 1.0 0.54
E &R (Dx10) 0.064 95%{(5 X 7S 0.64-2.2 0.34-1.2
Em o (Fd) 8.68
82 fE 3
[ 47 %:]
(7o —Fvy—H)
KE
|30k 1000m] B MK - EkE BEAEIRT B GC/MS
NaCl 30g 7Eby 50mlRAn 7k Na 2S04 Sep-Pak Plus YUhr’l
(fKIEARE) A%y 100,50m] Ist Ay 10ml
2nd 3%7th/-A4Y 8ml
JEE - &Y
Ak 20¢g TIWH ) SR S %38 W22 T
IN KOH/EtOH 50ml A¥YY 50m1 A¥Yy/1¥8)-) ROk 50mldshn
InEGERR (1 FER) (1:1) 20ml M #. A¥Y 50ml T HEHH
i e Bk - ke BIRINTN" 57 4= BEiE GC/MS
¥k 50,25m] 5% A (5g, 10mm @ )

Ist A¥¥y 40ml
2nd 5%7° 1FVI-7WAHY 30ml



1. REH
LIZMEROFIZTT

4 4 -pi biphenyl Coapound Name : 2-Bromobiphenyl
8°}g:u?d NgleL 3 e e S ]°3 (H{%)d L;n234 Regression
on Weighte ear
gg?igeigSt?gYlégggrtkgﬁggiity - 0.11131743589 Ratio = 15.4612667 * Quantlty - 0.09759274972
0 x10 2 xi0
0.8+ 1.5
% 0.6 &
T } 1
1 0.4 0
0.5
0.2
T T T XI 0' T Xl
0 0.2 0.4 0.6 0.8 0.8
4,4->7T0FEII=IL 2-70FEDJz= )L
Compound Name : 3-Bromobiphenyl Compound Name : 4-Bromobiphenyl
Q Ton (M/7) : 234 . Q fon (M/2) : 234
Non Weighted Linear Regression Non Weighted Linear Regression
Ratio = 13.33295559 * Quantity - 0.12063661956 Ratio = 15.15367665 * Quantity - 0.12498262364
x10 x10
1.5 2
1.5
R 1 R
A A
T T 14
I 1
0 0.54 0
0.5
- T T 0 T T T xl
0 0.2 0.4 0.6 0.8 xl 0 0.2 0.4 0.6 0.8
-7z 4-TOEEII=L
Coapound Name : Tetraphenyl Tin
Q fon (M/Z) : 351

Non Welghted Llneal Regressiol
Ratio = 1.00309393 # Quantlty - 0.04348609991

3 xl
2.51
R
T s
Ny [ =]
i X1 R E K
H PEEHESERE ¢ 0.1 i g/ml
0.5 W B : 001 ~ 1 & g/ml
0_4

FrSI7TZIL AKX




2 . {KIBRE RN MmN B

4,£-Y70FE 7 2 )V RORERT AR EORMBINEROREREZR 1~ 121277,
#E. PCBid. C—VOSMIRERIE—VEZHVTER L 2. EREOFHM. MEBESRS
OEMZ ) —> T v 7THEIIOWT., BEXH4) 5ELikd, £/, PCBIIEEAKUVAEY
AR HICHEET 2720, BEERNEIRERZ XML .

£1 REERNENERER 4,4-070EE722)))
#® OB HeE HHE AEmEHE BERE (%) EERE (%)

FEEUK 12 0.1 4 98.1 2.38
FaBUK 12 0.2 4 98.0 1.22
FEBUK 12 0.3 4 92.6 2.20
| K 1o 0.1 4 98.9 1.54
K 1g 0.1 4 97.4 1.15
K B’ 20g 0.1 7 106.8 3.02
£ Y 20g 0.1 ( 108.1 3.18

#£2 (REERMEINERER (2-70EE722)V)
X B HHE HmmE  EER ERE (%) EERE (%)

FaBik 1g 0.1 4 86.8 2.20
FBUK ) 0.2 4 85.0 0.90
FEEUK 1 0.3 4 82.0 1.71
K 1g 0.1 4 86.1 0.38
] J17K 1g 0.1 4 84.5 1.32
K " 20g 0.1 7 93.8 2.00
£ 20g 0.1 7 98.2 1.43

#£3 (KBESMENERFER B-TnEE7o2))
# o HdE AmE O WERK  [BRER (%) ZERE (%)

KEBOK 12 0.1 4 90.1 2.38
i YIN lg 0.2 4 89.2 1.07
KEERUK 12 0.3 4 85.3 2.02
B K 1¢ 0.1 4 90.0 1.38
HK 12 0.1 4 87.1 1.70
K B 20g 0.1 7 100.2 2.02
7| 20g 0.1 7 103.5 1.90

#£4 KEEFNENERER -70EET7x22)))
® OB RHEE  WNME WERE  ERE (%) EERE (%)

KBk ) 0.1 4 88.8 1.25
FBOK 1o 0.2 4 88.4 1.16
FEBOK 12 0.3 4 85.7 1.03
K 12 0.1 4 91.4 1.99
K 12 0.1 4 85.5 2.16
B H 20g 0.1 7 103.3 3.67
/) 208 0.1 7 103.6 2.32




£5 (REEMIBNERER (7 57 22V XX)

AR MR IR WEER ERE (%) ZBEK (%)

KK ) 0.1 4 104.0 4.45
KRk 1o 0.2 4 98.8 3.17
FEBUK 1o 0.3 4 98.0 2.10
K 1o 0.1 4 103.6 4.70
w1k 1o 0.1 4 99.3 3.09
K B’ 20g 0.1 7 106.6 14.0
& Y 20g 0.1 7 95.4 5.55

#£6 (RRERMENRBRER (VY FFT72)

s B HHE FmE WEEE ERE (%) EERE (%)

KEHLK 12 0.1 4 76.2 4.26
KEELK 12 0.2 4 76.4 2.97
FEBOK 1o 0.3 4 73.9 2.97
W K 12 0.1 4 78.2 1.58
7K 1o 0.1 4 71.4 1.90
E " 20g 0.1 7 73.9 8.07
£ W 20g 0.1 7 70.5 5.54

X7 (KBERMEREBER (ORI FFTxY)

AoH WEE dmE EmEBE EIRE (%) ZERE (%)

FEEROK 10 0.1 4 86.5 1.40
FEELK 18 0.2 4 80.6 1.39
FEEIK 120 0.3 4 77.7 1.27
oK 12 0.1 4 84.6 2.43
wH K 10 0.1 4 81.8 2.16
K #H 20g 0.1 7 102.5 6.47
K B 20g 1.0 4 84.6 2.70
£ Y 20g 0.1 7 85.1 2.55
£y 20g 1.0 4 90.9 2.61

#8 HEEFPMEINERHER (RURMLE7 =)y 21EREY)

A OB AR NmE WEEE B (%) ZERE (%)

FERUK 12 0.2 4 91.0 1.71
FEEIK 12 0.4 4 89.5 1.33
FEBUK 1o 0.6 4 84.0 1.56
B K 12 0.2 4 90.2 3.27
WK 12 0.2 4 88.8 3.00
E B 20g 0.2 7 115.7 9.52
E B’ 20g 2.0 4 85.8 3.57
4 Y 20g 0.2 7 98.8 1.69
£ W 20g 2.0 4 97.4 3.62




£9 (REERMEIGERER (RUERLE7 2 2)b @ 3ERLY)

AR HeE AmE WERE BRE (%) EEFRE (%)

KRk 1o 0.2 4 92.9 2.39
KERUK 1 0.4 4 92.0 1.07
KK 1 0.6 4 85.4 1.81
K 1 0.2 4 91.2 1.50
1K ) 0.2 4 88.7 2.33
E B 20g 0.2 7 110.1 3.13
E H 20g 2.0 7 101.3 3.32
£ 20g 0.2 7 101.5 9. 17
£ Y 20g 2.0 7 102.8 4.12

#10 (RRERMEIREEREER (RUELE7 2 =)V 0 418FLY)

A B HEE mmE WERE ERE (%) ZHRE (%)

K&K 1g 0.2 4 96.2 1.93
KERIK 12 0.4 4 89.1 1.35
KBk 1o 0.6 4 90.2 1.52
B K 1g 0.2 4 88.6 3.11
WK Iy 0.2 4 87.4 1.71
E " 20g 0.2 7 131.7 3.57
K B 20g 2.0 7 95.8 2.79
£ 20g 0.2 7 90.3 6.52
£ W 20g 2.0 7 100.5 2.22

K11 ERERMEINERZER (RIRLE7 z=)v @ 51ERLY)

A OB AMHE mmE WERE  BERE (%) &R (%)

FEELK 12 0.2 4 89.4 2.16
FEELK 10 0.4 4 90.4 1.28
FEEIK 1o 0.6 4 87.5 1.69
K 1g 0.2 4 88.5 0.79
WK 14 0.2 4 87.9 2.02
K B’ 20g 0.2 7 80.6 4.96
E " 20g 2.0 7 90.6 4.42
G| 20g 0.2 7 86.5 2.21
£ Y 20g 2.0 7 96.6 3.39

F12 (KBERMENERER (RVERLE7 22 6 ERLY)

A K HeE dmE WEEHZ BRE (%) EEIRE (%)

FE Rk 14 0.2 4 89.1 2.64
¥k 12 0.4 4 87.6 1.05
Kk 1 0.6 4 88.7 2.09
B K 19 0.2 4 90.3 2.70
FIK 12 0.2 4 89.3 2.40
K B 20g 0.2 7 80.9 9.50
JE 208 2.0 7 88.6 2.45
£ Y 208 0.2 7 82.8 3.78
£ Y 20g 2.0 7 98.5 3.00




3. HEMRT) — U THBRER
BMBEIIKP TR pHICKS TRETH O/
FlRICLBHBHRDOENEP O,

#13 SRV —=VTHR

FRF ] 5 H #®
G -
pH JeERGT | BEAT
5 93 % 89 %h| T %
7 98 % 97 % | 7L %
9 100 % 3%| 80 %

E WINREEZ 1 ug/ml

4 SRTEOWME

(1) K OHLIE D RS

4,4- STIRAVE VIEE 14 ICTRTEBD, AW THHEAEETH o7z P CBOAEELT
BEINTOWAPNVAYMEETIE, R1I5ERT LB REREINREIFS DT, KERUE
MRABICOWTOFMEE LTIRAL, PCBELORARMIEEMRETIZI L L.

F14 AL R IR

Benzene Hexane CH2C12 Diethylether
2-Bromobiphenyl 50 % 83 % 80 % 58 %
4-Bromobiphenyl 57 % 84 % 82 % 59 %

4,4’ -Dibromobiphenyl 81 % 83 % 84 % 61 %

K AR =100n] : 20m]l, HHINEREO0.1ug/ml
£15 7V A Y SRROEICK

KHBMBOBNZ X AEINE (1) EIEICACE D)
25ml 50ml  100ml1  150ml  200m]  250ml 50ml
4,4’ -Dibromobiphenyl 90 99 97 104 100 102 109
2-Bromobiphenyl 79 93 96 100 99 100 99
3-Bromobiphenyl 84 96 98 103 103 102 101
4-Bromobiphenyl 84 96 99 103 101 102 98
Tetraphenyltin 96 95 98 99 104 100 97
Benzothiophene 60 75 81 86 87 88 78
Dibenzothiophenen 71 84 89 90 95 93 84
PCB (21E&1Y) 86 99 103 106 103 103 99
PCB (31E&1w) 92 102 104 106 103 105 104
PCB (415&1W) 95 100 101 100 102 103 102
P CB (51&E&tMY) 84 90 96 97 99 93 92
P CB (61E&1Y) 92 96 99 99 109 99 83

R ZMF - IN KOH/EtOH=50ml, Hexane/EtOH=20ml, Hexane=50ml



(2) KERBHDOY V—17 v THEDKET :

KEX. EHEI—FY wIHT A DNTHRE LD, Sep-Pak U AT VR Z0Y) Ik >
LACHEEICZ)—V T YT LT RIEBTER,

BB, F NS 72 NVAXOREEAEZ. 7 VU ZFN T IVDMRETH S,

%16 Sep-Pak Plus VAT WA= Y wIHh IS LOBHINNY —>
BHEE (%)

Hexane 3% Acetone-Hexane
0-2m]1 2-4ml 4-6ml 6-8ml 8-10ml  0-2ml 2-4m] 4-6ml 6-8ml 8-10ml
4,4’ -Dibromobiphenyl 76 24
2-Bromobiphenyl 43 57
3-Bromobiphenyl 67 33
4-Bromobiphenyl 61 39
Tetraphenyltin 77 23
Benzothiophene 78 23
Dibenzothiophenen 35 65
PCB (2#E&{tM) 82 18
PCB (3#E&1tW) 92 8
PCB (4#E&/W) 96 4
P CB (5#E#t) 89 11
PCB (6#E&Y) 94 6

#17 Sep-Pak Plus Y VANV H—b )W I AT LDBHINT—V
wmHE (%)

Hexane 5% Diethylether-Hexane
0-10ml 0-2ml 2-4ml 4-6ml 6-8ml 8-10ml

4,4’ -Dibromobiphenyl 96

2-Bromobiphenyl 110

3-Bromobiphenyl 102

4-Bromobiphenyl 102

Tetraphenyltin 115

Benzothiophene 78

Dibenzothiophenen 35

PCB (2#E&tW) 82

PCB (3#E&tY) 92

PCB (4#HE&ZW) 96

PCB (5#&tY) 89

PCB (6i1E&{Y) 94

%18 Sep-Pak Y VAN A—bPY I HSLDBEHINY —V
B (%)

Hexane 1% Acetone-Hexane
0-2ml 2-4ml 4-6ml 6-8ml 8-10ml 0-5ml  5-10ml

4,4’ -Dibromobiphenyl 91 29

2-Bromobiphenyl 46 62

3-Bromobiphenyl 73 36

4-Bromobiphenyl 66 42

Tetraphenyltin 82 27
Benzothiophene 86 25

Dibenzothiophenen 42 77

PCB (2iF&tMm) 89 20

PCB (3#EHtW) 104

PCB (4#E&1W) 107

PCB (5i#&LY) 105

PCB (615#{tY) 109




#19 Sep-Pak Plus 7O UYWA=V vV H S LADEHIY—
HE (%)

Hexane 5% Diethylether-Hexane

0-2ml 2-4m] 4-6ml 6-8ml 8-10ml 0-2ml 2-4m]l 4-6ml 6-8ml 8-10ml
4,4’ -Dibromobiphenyl 35 43 9
2-Bromobiphenyl 1 28 50 15 2
3-Bromobiphenyl 1 50 36 5
4-Bromobiphenyl 40 45 7
Tetraphenyltin 100
Benzothiophene 3 73 22 1
Dibenzothiophenen 5 34 35 17 5
P CB (2i&E&tYn) 63 34

PCB (3i#E&mts) 11 7 11
PCB (4&E#&{tW) 23 175 9

P CB (5HE#{t) 5 33 4
PCB (6iE#EY) 23 70 8

(3) RERUCEMENDO Y ) — > 7 v 7EOME
PCBORAEETEDOENTVWAY ) AT VS — LICDVWCTKRE LD, 4,4-Y70EE 7=
WiE, ~NFY 2 D150~500ml OB MITIEH L (£20) . S ROBEEFEHTAREADD - 1o 1EM
7Y ZIPRIZDOVTH20IDEMBEELEL T B8 (£21) | 552K VAT NVIZONTHKR
AT LERR, AN TCHERYBER2BHT LB TEE (F£22)

SEORHEATI/ V-V 7Py 7 LR 2 B L EEREE2R2ICRLEY, PCBO—H2E
MOZEIETEIENTEDS — 1 LB UTH, SEOFEROREEMBIL AENLZD >,
BB SHEKZVATNVASLIZBIFBT 57 22 VA XOEBEBEBRICOVWTIE, P22 e
VEFNE=FTINWVIZDOWTHGE LD, PZF NV —F DI EMBEORMED DRI 5T,

#£20 {FEHS ) AN S — 1 (4g) DB 3y —> (10mn )
BHE (%)
Hexane 0-50ml 50-100ml 100-150ml 150-200ml 200-300ml 300-400ml1 400-500ml

4,4’ -Dibromobiphenyl 21 60 6
2-Bromobiphenyl 19 33
3~Bromobiphenyl 24 27 19
4-Bromobiphenyl 24 27 27
P CB (21&&tY) 5 45 44 2

P CB (3i#E&tY) 11 35 42

P CB (4iE&tMW) 61 43

P CB (5i&E#£1t%) 41 52

PCB (6i&E&{Y) 71 15

P CB (61E&1tY) 59 39

HCB-'3Ce 102

%21 EMZBUYNVPRUR)DEHISY— (15mg)
BHE (%)
Hexane  0-50ml  50-100ml  100-150ml  150-200ml 200-250ml

4,4’ -Dibromobiphenyl 8 66 26
2-Bromobiphenyl 40 46 4
3-Bromobiphenyl 18 76 6
4-Bromobiphenyl 28 61 10
PCB (21Ex1Y) 12 88

P CB (31E&1Y) 10 64 27

P CB (415#1tY) 79 21

P CB (5E&t¥Y) 26 74

P CB (61E&tY) 84 16

PCB (71#E#&Y) 84 16

HCB-'°Ce 67 33




®22 5%V AT NG DB —> (10mng)

Bk (%)

n-Hexane 5% Ether/n-Hexane
0-10ml 10-20ml1 20-30ml 30-40ml  0-10ml 10-20ml 20-30m! 30-40m
4,4’ -Dibromobiphenyl 74 34
2-Bromobiphenyl 5 97
3-Bromobiphenyl 49 53
Tetraphenyltin ‘ 53 41
4-Bromobipheny! 37 68
Benzothiophene 71 30
Dibenzothiophenen 102
PCB (21E& 1Y) 78 23
PCB (315&1Y) 99 2
PCB (41i5#&1%) 102
PCB (5i#1Y) 95 5
PCB (6i#&{tY) 102
2-MBBP 4-MBBP
" y 70050 10g
447DBBP + | tHoxane0-300mi
96h3
96h3 [0)4
FiEVUNAS-1 4g
1stHexane100-500ml
W%h?
9h7 - SX&KUhh Mog
1stHexane0—40ml
S6h10
$6h10 ey T T T T T T Ty \Biad]
RT-> 1000 1:00 12:00 13:.00 #:00 1%5:00 %:00 17:00 18:00 13:00 20:00

X2 gBEECsITF300 -7y 7RO
MBBP : ¥/ 70%tE 7 x)LH
DBBP:Y70FEE 7))

5. YARARY bV
BET R R OB T AL EWMEDY R ZARY MU EK 3 ~R 61T,

6. ¥~ TS Ah
MEI R R VEET 2 EOYI 70X M S LAE2HTIZRET .

CREERIH7)

AN, #k, BERCADEE (R5) OB 2K 8 ~X 14 1277
AIMRPEIL, VI NORED» S EI Wb oz,



4,4 -Dibromobiphenyl

108

. EH 3z 3
1 PTRI=2,012 :
80- I
3 ne @
68 :
4-{ 152 3}1:;3‘3 e
385 1o '335 328
35% 76
] 63 126
% 50 188 150 200 z%e 380 sns'/zz

2-Bromobiphenyl (3- R U 4-{AH 5L

100

| PTRI=1,583(2-)

801
] PTRI=1,677(3-)

684

| PTRI=1,690(4-) o
+

49

208 76

m e.l.g ‘L " Ll 1‘B|6 A m

) 5 100 150 200 250

n/z

Tetraphenyltin

160

} PTRI=2,750 a

el

100 200 300 499 508
Mz

H3 TRXARIRIL




HCB-'3C,

108

] 2pe
} PTRI=1,705
8:
SB:
48]
EB: 255
] 148 2
Lo e woow Tl
@ 50 108 150 =415} 250 300
Mn/z
, : 13 -
4,4’-Dichlorobiphenyl-'°C,,
18@_ B4
1 PTRI=1,797
80
B@-.
48] 164
2o
D T L T B e ,
8 58 108 158 2868 25e 308
n/z
Benzothiophene
188‘ 14
1 PTRI=1,206
80
BB:
48] '
280+
67 83
8‘. L NI NI, “ #1818 il -
50 190 158
Mn/z

K4 <RRARIRIL



Dibenzothiophene

1@8‘ 1B
| PTRI=1,765 )
805
sa-:
4@{
EB:
_ 9 139 Mh
5‘! " r 5 ?lg If r N |I| 13.2- s r
4] 50 108 150 2pe
M/2
RUBIEEDT =)L (215 F(E{K)
‘I@@_ B
801
BB-:
40
] 152
EB-:
- 93
R 0 P B { | |
u@ 109 200 388 400
M/Z
RUBIEE 7= )L(3EFLHF)
1601 g
8@—:
co]
401
1 186
o
b BT T ] | 1
7] 198 444} 368 499
M/2Z

K5 TRARYRIL




R)EBIEE D=L (4R 1LE)

188

zh2
801
601
4j
: 2e0
118 146 184
Dol e v o jﬂi] |
8 108 200 398 489
n/z
RIBIEE 7= )L (5iE R LK)
100 SFe
8@j
66+
49
254
20 ]L
] 127 184
3“- 1 JJT_JIA JJ!L Iln‘}ﬁs’ i ; e]‘llg | ""': .
8 109 299 399 489
M/Z
RUBIEE D=L (615F LK)
160 3po
BBj
saf
4@5 290
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1l ot LT T e i
) 198 200 380 499
M/Z

K6 TRIAXRIML



| TIC TIC=57633350
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K7 <RUOTRT T4
1:4,4"-Dibromobiphenyl 2:2-Bromobiphenyl 3:3-Bromobiphenyl 4 :4-Bromobiphenyl
5:HCB-13C, 6:Benzothiophene 7:Dibenzothiophene 8:Naphthalene-d8 9:Fluoranthene-d10
10:PCBQIEH (L) 11:PCBGIERILY) 12:PCB@ER{LY) 13:PCBSIERILY)
14 :PCB(618%{t¥) 15:Tetraphenyltin 16:Chrysene-d12 * :4,4’-Dichlorobiphenyl-13C,,




0.1ug=2 Fr.1 River Water 1ul/1ml/1L GO0.7 BERMO1ug)

ns
3 4 N LE |_2_Q|”=dl5| gfl 3
2 3 4 {*
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A DAARLEARAN DARALARRAS NARLAARA! NARREARAAY NARRRRRA AR
1000 1200 1400 1600 1800 2000 2200 2400
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1:4,4-Dibromobiphenyl 2:2-Bromobiphenyl 3:3-Bromobiphenyl 4 :4-Bromobiphenyl
5:HCB-'3C4 * :4,4’-Dichlorobiphenyl-13C, ,



0.1ug—4 Fr.1 Sea Water Tul/1mi/1L Gx0.7 BERMO.11g)

“ 5
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1
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1
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1:4,4"-Dibromobiphenyl 2:2-Bromobiphenyl 3:3-Bromobiphenyl 4 :4-Bromobiphenyl
5:HCB-'3C, * :4,4’-Dichlorobiphenyl-'3C,,




Sed—3 1ul/1mif20g/0.1ug Int 0.1ng Gx*0.7 BEEERMO.1 1 g)
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(ZEEH)

Mg 2 EMEOBRLBAR T ERBERIE. ROLBYVTHD,

2-70FEET7 =)V

G Ak & HRHBR A & E R
/| 120 0.017 1 g/l 0.058 u g/l
E & 20g 059 uglg ~
/) 20g 022 uglg -
3-70EE7 =)

i Ak & R £ BR R
K B 180 0.019 1 g/l 0.064 1 g/l
E B 20g 0.64 1 g/g -
£ 20g 031 g -
4-70FE 7 )

A R Ak & RRHPRA i ERA
X B 120 0.012 u g/l 0.041 u g/l
K " 20g 12 uge -

£ W 20g 038 uglg -
FMNIT7xZ VAKX

R Ak & BRI PR A & 'IRA
K B 19 0.027 w g/l 0.091 u g/l
K B 20g 47 ugg -

£ 20g 0.83 ug/g -
NIFAT =Y

K Ak & RRHIBRA i ERAR
K B 148 0.040 1 g/l 0.13 ugl
K B 20g 19 uge -

£ 20g 0.61 ugg -
ORI FF T

A K Ak} & MR R A SE ER R
K B 10 0.016 u« g/l 0.053 u« g/l
K H 20g 21 ugleg -

£ Y 20g 034 uglg -
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BV e 7 =) (218FAEY)

A K Ak MR A EERA

K B 10 0.033 u g/l 011 wugl

E B’ 20g 40 M gg -

£ W 20g 053 ugg -

HVEME 7 =)V (3EEEY)

il K ARt MBHIBRA i PR A

K B 10 0.036 u g/l 012 w gl

E B 20g 22 ugg -

L) 20g 16 Mgg -

FVEEe 7 =) (48EEEY)

K A8 MR A T w R

K H 10 0.032 1 g/l 0.11 w gl

K g 20g 30 ugg -

£ Y 20g 19 ugs -

Rulgfbe 7 =)V (5EELY)

iR A E WHIPR A A ERA

K B 10 0.035 1 g/l 012 ugl

=] 20g 25 ugg -

Y 20g 0.60 i« g/g -

FUbe 7 == )v (61EFRLD)

o S Al 2 WHIBR A BB FR A

K H 10 0.040 w1 g/l 013 wgl

E 20g 48 ungg -

S| 20g 098 K g/g
2-70EET7 =)V

ko E E " Y

ARRERE (ug/o) 0.1 0.2 0.3 MR EE(ug/Kg) 1.7 0.87
RSt Gos 00 0245 SRER(se/ke) 00 5
1ZE#ERZE(oR) 0.0022 0.0018 0.0051 4> #r f&E(X) 9.38 4.9
# 1 71(Dn) 0.0040 0.0034 0.0100 FE#EfFEZ(Sc 0.094 0.071
W PR A (Dx3) 0.017 % HIBR 7 (DL 0.59 0.22
i%ﬁ&ﬁnglo) 0.058 95%{5 # X e 0.38-1. .14-0.4
LE s (Fd) 8.71
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(37 ffi]
AL L v BERARPICEET S ppb L~V (KE 0019 1 g/o . JEE : 1.0 1 gkg, 4Y):
054 1 g/kg) ODEHHMEZMET 2L DAEETH %o

2% Sk
1) HAFEE2 4B - H##, p619-621,(1990)
2) HRAIZEZE#ERAES  RVEBEFRLE 7 = =)V (JIS K 0093)
3) BETFREMFRBSREREE P8 EEAEMEMMEHRRAARESE (57202
R 3 KBRSCBRIERI B SRR 5, (1997)
4) BEFREGRESRERSR | TR FEALYEMTEHERERESE (RVELEyz=
JV(PCB) ; BB IANERER) , (1997)
#H LYo ALRRERRE S —
B H:F701-02 MULTEARRT39-1
B #®£:086-298-2681
FAX:086-298-2088

. = = s :g;;
ﬁ*ﬁﬁﬁﬁ*ﬂ'%ﬁj‘ﬁ& ﬁ%% . Dm ﬁﬁ\ Hﬂﬁ ﬂﬂmﬂ:\ /‘I\ﬁ} E\ ﬂﬁf gnu

[KE. KE, EWiE]

1) BN AR EIER, REICOMPEBTEDL LI, FPORBORRE LENHZHRET
%.
2) ABHIERBEBEBIC, AT 2,

[7kE)
BT 1 o BEMARUCOME (RUEK4 5BE, PTFERI S FUDE) I, ABKT2,
SEHEHENLEE, Ay FZR=ZADES RV EISHABEOO W > IEWIZERERL T, 8 U GERT
35,

EE. 9]

B—t U758 % 100ml BEMAQCOMK (KUK 4 58E, PTFERD S F D) I
BEURKSA 74 2CHAL ZRETHE L TENT %o
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4,4'-Dibromobiphenyl

Abstract
A water sample was extracted with n—Hexane and the extract was dehydrated with anhydrous

sodium sulfate. The extract is purified by use of silicagel cartridge column(Waters Sep-Pak Plus).
The effluent was concentrated to 1ml after having been added HCB-'® C ¢ as the internal standard and
determined by GC/MS.

A sediment or biological sample was mixed with IN KOH/EtOH solution, and refluxed one hours.
After filtration, the eluent was extracted with n—Hexane. The Hexane phase was washed by water, and
concentrated to 2ml. The concentrate was purified by use of a column packed with 5% hydrous silicagel
column(5g,10mm @) . The effluent was concentrated to 1ml after having been added HCB-'° C ¢ as
the internal standard and determined by GC/MS.

Water

Sample 1L Extrcat Drying Concentration

T Hexane 100,50ml Na:SOs
Acetone 50ml

Sep-Pak Plus Silicagel Column /I\ GC/MS

1st Hexane 10ml Intenal Standard( HCB-'2 Cs)
2nd 3%Acetone-Hexane 8ml

Sediment & Fish

Sample 20g Alkali Fusion Filtration Extract(x2) Drying
lhr
1IN KOH/EtOH 50ml EtOH/Hexane H.O 50ml Na:SO-
20ml Hexane 50ml
‘— Concentration S5%hydrous Silicagel Column Concentration ;|\ GC/MS
5g,10mm ¢ 1st Hexane 40ml Intenal Standard(HCB-'® Cs)

2nd 5%Diethylether-Hexane 30ml
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Y B % S 0 % 7 B — F ¥ —Fh wH

44-V 7 DE 7D) | KE GC/MS
%34 : DB—5MS
0.25mm X 30m
Aok 1L B H oK - FEJE 0.52 4t m
BT NIA30g  TEhY 50ml EEKFRERT MDA FRHIR A
(BAKIZTE) ¥V 100,50ml KE
0.019 £ g/ 0
K
1.0 1 g/kg
Sep Pak Plus V- GC/MS
LX)
)iLa 0.54 1 g/kg

1st A¥¥/ 10ml
2nd 3%7YM/ - A¥Y 8ml

EH - &Y

Akl 20g ThhY 53 B

IN KOH/EtOH50ml A%}V 50ml
MR (11R)

fih t YE W Bk

ARY/I9)-0(1:1)20ml  FERK  EKBREET NI
K8k 50ml 50,25ml
M, A%V 50ml < HEHIHE

VIR A YR e B # — GC/MS

5% KIVH7 W (58,10mm @)
1st A¥¥7 40ml
2nd 5% IFVI-TIAFYY 30ml
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ARl RARY MIVF—F

HWEMEL | MUBRERERSY—
% fr B T701-02 RELHARNETI-1
BEEB S Tel:086-298-2681 Fax:086-298-2088
B O #F REFINARIL, #IFRE& #EFERH 1996/3/1
W B' 4 4,-70EET7 =)
(3EFE) (4,4’ -Dibromobiphenyl)
B %
(3EEE)
2 SR ¥ BrCeH.Cs.Br 5 F OB 312

CASE&H#ES : 92-86-4

774 A VT4 —1) A MES 156106

| Gozx@

-7

F D i

¥ MH:HP5890J

DIAIRAE 1 5%72VAFNYYIY (J&W DB-5MS)

H17APEE ¢ 0.25mm

H7hEE 1 30m

HFMEE : 0.25 4m

REZEM . 50°C (54) —20°C/4r—120°C—
7°C /43— 300°C

FEAOEE : 250°C

{RIFHERY £ 19.93(min)
PTRI :2,012

MS &%
B :HAXE S DX303
MS A : BHE (ZEIEGR)
14kE  ET (70V,250°C)
A28 7 x—RBE 1 280°C
Z D fih:

i RO ERE
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BIfR1-2 < AART FTF—H

WE4L 4,4 -V uEr 7=
(4, 4’ -Dibromobiphenyl)

100; — o

80 -
] 118 314

60- | I
] 152

494 » -
] 3}1; [
] 385 ne 315 328

284 -
] 126
Br }- e'lg g e AJML'* T H T T Mh{‘ T
@ 58 108 150 8o 250 308 358

nN/Z

MASS SPECTRUM

RT 19°36” EI (Pos.)

Data File: 44DIBROMO. DAT
Sample: 4,4’ -Dibromobiphenyl DB-5MS 0. 25mm, 30m, 0. 25um 50 (2)-20-120-7-300 70kpa

GC 221.0c BP: m/z 312.0000 Int.

1003. 6640 Lv 1.00

Scan# (2062) - (2045, 2114) [coef. 1.00]
Page 1/2

m/z % Int. % RIC Intensity n/z % Int. % RIC Intensity
50 1.54 0.41 15. 4800 151 9.22 2.47 92. 5781
51 1.27 0.34 12.7273 1562 42.01 11.26 421. 6702
62 1.03 0.28 10. 3576 153 5.92 1.59 59. 3720
63 - 2.50 0.67 25. 0786 155 3.31 0.89 33.1725
74 1.87 0.50 18. 7751 156 6.07 1.63 60. 9497
75 5.01 1.34 50. 2746 157 3.28 0.88 32. 9101
76 15.58 4.18 156. 4111 232 1.17  0.31 11. 7844
77 1.77  0.47 17. 7444 310 54.26 14.55 544. 5439
98 1.04 0.28 10. 4797 311 8.00 2.14 80. 2826
101 1.42 0.38 14, 2227 312 100.00 26.81 1003. 6640
102 1.19 0.32 11.9178 313 14.87 3.99 149. 2310
125 1.28° 0.34 12. 8204 314 53.35 14.30 535. 4688
126 3.71 0.99 37. 1986 315 7.03 1.88 70. 5322
150 5.33 1.43 53. 4645
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RIS B R BT
T T ZIVAR

NTfE 427.13
FhITxZIVAX ' Y=y 229°C
tetraphenyltin Y=y >420°C
n-As4 /—=JV/KAEHRE  log Pow=6.45
I VA R L 0.000088 ug/ml
JipS m TR ELA, A

§.1 ik

KEREHIN SME 2 AFY O THIHT 5, Bk - REER. NEEYEE L
Tr Ut -di2Z2EEML, GC/MS ICKOHTT 5, EEBICEYREHZD
Wit IN-KOH/IT % )=V ZEMA. 7IVA DA%, ~NF5 2 THIH
T3, HHEE BKERKER, 70020 N Uy DS LTREZTHL, K
BB ERBEICLT GC/MS LD ERT 5.

ERTE
(& D BREN B OMRTF)

BT [(LEWE RS AEREHRNEE ] D o FLEBRIFS BRI
#®. EPMITI

GlElOafLE, RS
<KiEE>

= 500ml GE1) 2 11 O — MZAN, AFH 2 100ml ZMAHRE D
L (7£2) . #BLTAFY Y BELET 5. NFU U AHK ZEKEET b
U ATRIAL, O—FU—TINRL—F—I2LD 30°C KIEH TH dml F¥T
gL (E3) . XLKEFGHTFTIml TTEREL T, AR ET 5.
<JEHE. EWRAE>

B 20g & 200ml QIR E=AT I A ITERD, INKOH/ Y/ — )V
W 100ml MR D, 7 IADNRHE 2O MG, Wb L 28m TRy
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WAVDREELTD . Rk, RERCTEE Lum O 5 ZHMHEEATTIHIEIER L.
TE 7 —I)VIEH 7z 0T, TOE LT MU D AR 500ml 2 ANz 1 400
T T, I EOFREIL 30ml BEOLY / —) )L Tl MRS
HED, THUIAFY > 100ml 22T 10 eSS L, AFH 2 BEHOEH
TB, NFY MK EIOKREE ST M) JATHRAL, O—% U —IN\EL —
Y =MW T 30°C KIBHT 2ml FTRETS JE3) . ZOREEIL T4
aZ LB NI PHIATIY 2T v 75, $FAFY D
10ml THRMYZERE, 10%- DL FIVT—F )/ ANFH WK 5ml TF o7 ¢
SIWAXZHEN S, BHBIIEREGTH FTInl TTIEHL, AR ET 5,
[ZE 3R D7 ]

Al EFER DR RIKZ AV, RO RTALER, R OIHICHRE, BIEL THE7-
AVEHER 2 223 BHR &1 5,

(EEUER DR R

T2V AX%E 25mg EE LT, 7 > TERIC 50ml &L
600 ug/ml OFHERIR (REFBH) RT3, I OEERKEIERAFY > T
AL 0.01-0.1 pg/ml O THEMEL L OEIREIER L, MESAEE S
75,

XVt —d, 100mg 27 & b TEMIZ50ml &L, 2000pg/ml OF
WZEFAEL (REFAR)  TREAFHACED lug/ml ICFR LS DEN
TR & T 5,

[HE]
GC/MS DRFELREERT,
AR . Varian 3400/Finnigan ITS 40
fEMA T L 1 AFI)V U a2 BP-1), 25m X0.22mm, 0.25um
715 LAEREE 1 60 C (1.0min)-20C /min-220 C-10C /min-290‘C (4.0min)
FEALDEE : 280C
N —&—{REE  280C
HAE  ATUw R R
Fig : 1.0 ml/min
EZS—AF>: TRITZIVAX m/z 351 WERA  349) (1 4)
7+t >-di12 m/z 240
(R E ]

FREARFIEH I I POPREESEVANR 100ul ZERINL 72980 Lul 2 GC/MS I127E
AL, ThI 722V AXET ) 2-d, OEBLZRWTTHREBREERT 5.
(& &]

WE A FBHR 1m] IC NEREREISHE 100ul ZIRINL 72149 tul 2 GC/MS 2Tk
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AL TP T2 ZIVAXET )2 2-d,, OEEILN S BRERZTWTERT 5,

He
IR U BE L X PN ERE DGR T B X AN T8 iR/ TRk
(ug/ (ug/ml) (m) )
[BRIHBR I B L e BIR A

AIFEORHIREB L EERR (G 5) #LAF LH\T

el Al E F R A RS E

KERE (ug/)  500ml 0.0087 (1029

EREGE (ug/ke) 20g 4.2

AR (ue/ke) 20 g 0.32

A - BRE

(]

NFY > LY =), PIFINIT—F)b, T J—)b ; ST

ThIT7ZIIVAX ; BREALRR T2, 3K

2Vt >~d, ;CIL Jv/5>

IN KOH/ L% / —)VEs¥E ; T4 7 —Jb 1000ml iZxf U CKEEEA Y 7 L GhE

k) bSb6g DEHIE THMT 5,

B — Bt w2 H 5 L Sep-Pak Plus Cartridges Florisil(Waters)
FIEHER 910 mg/cartridge

E732Y

11 7 ¥ =

O—&Y—TINKRL—%—

200ml A7 5 A3

200ml e E=A 75 A2

B

%

(1) 75277 2 ZI)VA XK BMREDE N O THEIAZS O N BEIZ (S
RPN Ve KREHZ 500ml B4 7 ZRICEIRL . T2 s a0k
DR, BZsDONEEZR T4 /)L 50ml FRETHRY, kb e 5,
(2) IREDHEHNWT 10 PHHEES L=,

(3) MEIEZET NI 72 ZIVAXDEIR O T O alHett 2 d % O TH &
T5, KD IBEREHVWD I EBTES,

A9 %0
9. €
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(4) FRI TV AAXDIAZARY MUVE MS OBFS1 4 2 Abfkh s
WCEDTITA L AL OMARENRIRDS ZENBZSNLEDTTFHT A
ARG MVTHERT S,
(5) RHERAERCERERMT REREARCERRAOHEE HIK) LD K

DB O KDz,
KE

WEHREQ@e/)  0.04 0.06 0.08
B (x) 0.09 0.11 0.16
BRERZE(OR 0.00071 0.0056 0.0045
FRHi 71 (Dn) 0.00051 0.0047 0.0036
R HBRS(D3) 0.0087
£ BB (D10) 0.029
A8 Ed) 3.23

EEH =¥
Fe H BE SR H#E 78 il 2.79 0.22
(ng/ke)
AR B 11.7 1.25
(ng/ke)
ST EE) 12.0 1.16
EHERZESO) 1.32 0.10
MHBRSF-(DL) 4.16 0.32
95% {EFEX [H 2.66-9.15  0.21-0.71
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§2. i

Unrbrik]
[ZO—F v —h]
KE
Ak wep ] k| AEEE e
GC/MS
500 m! illes B v Ut‘/«d,}l:]
A% 100ml 1ml
EE., &%
TaU S
NP D o mﬁ___m;}(h_ DR s X B I
20gwet IR ililis] W AN A 7 Uz vdy,
INKOH/X¥ )= A& soom 2wl v
100ml  2h B ~HE 2 100mi AFH 2 10mi
B 10% P TF N T—F I/ AFH 2 Smi
[ HT1E DRG]

BREBROHI %K 1 TR,

0.5

0.4 A

0.3 4

ERL

0.2

0.1 4

Y T T T
4] 0.25 0.5 Q.75 1 1.25

RELL

1, 5 hI7 22V AXORER (/2 351, NIBERE 0. Tpg/ml)
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Rl alBlm IR (ng) M () R ATRE (%)

(%)

FrEDK 500ml 20 4 100.8 3.5
500ml 30 4 86.3 4.9
500ml 40 4 91 2.8
W 7K 500ml 20 4 92.8 10.9
500ml 30 4 99.3 2.6
500ml 40 4 93.2 5.6
Hi/K 500ml 20 4 79.8 4.9
500ml 30 4 96.5 5.2

500ml 40 4 99 4
ISR 20g 25 7 116.2 32.5
20g 125 7 102 11.1
L7 20g 25 7 93 8.8

SIMRIEZ 7 ) — = 2 T ERRE R

MM%ﬁumghﬂ@%b571:wxfmﬁromrpn—Q&UuumA
BT S LIRS HIBEDERAFARCNIR LD EB D TH O, /TR
5NN Tz,

pH  1Rfi#R S5H&
T Gl
) 98 90
7 99 94 96
9 99 88

4GB D R LEE B RS B DB 5

(1) HAEORGT

T I T IV AT IV URHESRW Z E SRR B8l o al

PENZ T IV Y MR ZE {2 50 E S Gt 2> 7=, lug/ml, 10pg/ml 5 1‘
FTITTZIVAZDANFY R Iml 2 IN-KOH/ T4 J - VIR L. 4
WTILHMBELERIFTT NS 722V AT ONINEREZWMELEE T A,
93 3%, 89.0% EVIRHPHENT NI 72 VA ULO YD ILHED S
Nizinole, TOZEMSTIVAVBED FIENT 8T 7 2 Z )V A XD
WHITE D EE AT I, EWidkBNT lug/mil, 10pg/ml @F T 7 =2V A
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ZDNFY W ERML, WA T IV AU ZBIcAF Y AL, 5
N7 22V AZXORREZNELIZETA, WTNDH 80-100%TH -7, L
LFo#RE 0, TIVADSREIRE., EWilEHCBTEF 8T T2 2V AL D
b Ik E L THWS Z &IT L 7=,

(2) WEGHORGE

Florisil Waters)) &V 51477 )L (Sep-Pak Plus Silica gel (Waters)) D it %11
2o WILZEBIANFY XD T o arr L. FhIT7x22I)VA
Z 2.5 pg/ml NFY B 2ml ZHEML, S 51IXAFH 2 Il T ELEVA
T2 IINEE, 10ml DANFH I HI210% PTFIVT-—-FI/ANFY IR %
Iml 2L, WLz, £ 7T7272a DWW T GC/MS 2L 00 &5
7o M2 70U 2NDEHE2 {bE L, 70U 2), U AT IVEBIZ
ANFYTET b I 7 22V A XFBHEY, 10% PTFIVT-—-F I/ NFH
SO RO Aml TIRIFERENT D E00Mho . £REMEZEZT NS
T ZI)VAX 0.5 pg/ml NFY B 2ml 2l EII2&0 L.0ug &L, [0
PR QEME n=5)%ERDIEZAURATIL, 780 DT DNWT
FITH 95.5%4.3), 884%UA.DTH>72e TNEDHITLZINVTHT RS
T AZOAABNFEEAE W ENDho 7,

JHE . AMlEHT T EN D PCB. ALK FER EORIEDIKWEIE 10ml ©
ANFYEHN- DN PATAICHET I EICLORLENE EE26N5, &
O TAETIRIEE, EWMidFHZ DWW TN v Ph I LEM0wB )27
T ERITDIEWC L. BB UAT VAT LA TRIETLLEH DR Gk 5 n
10% P TFINIT—FIV/NFY I 10ml 29T &L DRHT 5012 4t
L. 70U DN TREDOHBELMN R N>/l L0, 70U D)V EEERT
5 &L=,

60 -

50 3

EN
o

w
o

dlueg
1

BHE (%)

)
o

Ll
|

o
L
1

[l

0-10 jO1 12 23 34 45

NEY 10% T—FN /~"FH>

K2 FhI7x VAXORIES (70U 2)))
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5.GC/MS BB DRE
FRITTZINAZXDRAARY MVEIRT, B2 A4 E m/z351 &
L, m/z 349 ZHERRICH W,

188x 351 _
151
128
77 187
154
274
247 ,
AS; :“ w th ” ﬂllllﬁllllx[x .ul it u “ 438
'l]l]l 'rr]r]l[“l‘rl TI‘IYI I l 4 l 1 4 l]l[l‘]]ll|]]llIIIIITIIIIIT]
58 108 156 288 25 380 358 400

6.YA70OXKMT I L

FrZ 7z AX] 18:30

I LIRS Sh o SRR S LSS EASE SRGY AL AL SN Sheh SRSD SRR SRS AMALSRAE BMAE NMISMAL SRR EMIL SRR SRAR S SRR SRS

] 16:06
(7)1 -di]
2481 : m/z: 240
T MELERAR SR S | T T T T
15 :08 15:58 16:48 17:30 18:20 19:18
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Fr57 2 =J)JVAX (0.02ug/ml)

—

4

3514

{ V 1 LB | ! i } | 1 | } [ ]
FI)IK  (25ng gD
351 L
A
7 T T T ]
FK (&)
-
351 "
_A A
-—TTr—rr 71T - 7 11 T T 7
#g7k (25ng FEh0)
3511 .
R ﬁl ¥ 1 T ] L 1 v l 1 | T [ 1 I v T I 1
Hgok (SIS
351 1 '-
)
— T T T T T T T T T T T T
1968 1088 1100 1120 1148 1168 1188
17:40 18:08 18:28 18:48 19:90 19:28 19:48

M3—1 FFITTIVAZXOIAZ O M50 OkiEED
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7 57 x=J)VXX (0.02ug/ml)

L DA A At IOuLAtn B RIS SRS DA AR RNELEN L SN S B

Hiﬁg.fZSngfﬁﬂﬂ)

| |

JEHE (7R

351 -

4lﬂNmMﬂJVNN”f\mMWNUWJﬂWVVM F
,T',jT.,.,.,f,.,ﬁ,,f,]f‘/\rﬁ\/T\/}\/TUT\/\(~

4ty (25ng BN0)

] i
351 /\C:J -_
Y A, Lty SAA_A A AL

T T | R L P A

) (TS N)

351- (
I T T T ’;]J\,—{\T—%Q,—/-\IJ‘—’#—’T“T T T T T T T T T T T T T T
1860 1888 1100 1128 1148 1168 1189
17:48 i8:808 18:28 18:40 19:08 19:28 19:48

B3—2 FThITIZIIWNAZXOIAZOX NTSA (BE., £wmieh
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[(ER BRS04

AR CKBCTND) o MK CKBREE) | BT CRLGS) I8 DWW Tz 1r
SEZA, WTNOEEIREN S &5 T 7 2 IV A XIS e m- 7=,
(R

AOHTEC L0 BEREICELET S ug/I LNV DOF R I T 2V A ZDE
HNTES, '

B35S0

1) WEMEZEN A KRR, 1497(1989).

2) T. J. Gremm and F.H. Frimmel; Determination of Organotin
Compounds in Aqueous Smaples by Means of 1 HIPGC-ALED, Wat. Res., 26,
1163-1169(1992).

3) Y. Liu, V. Lopez-Avilla, M. Alcaraz and W. . Beckert; Off-Line
Complexation/Supercritical Fluid Extraction and Gas Chromatography
with Atomic Emission Detection for the Determination and Speciation of
Organotin Compounds in Soils and Sediments, Anal. Chem., 66, 3788~
3796(1994).

ol IRER % S ST N WIRTS

- KEGARE 500ml OB T MBI EERIL . Ny RZXR-Z2N5% 572
NWESIIZLUTEMNT B,

- JIEGLE L U7zl 500g B B AN TN T 5,

- AEWELEE 19 b U Bl L 72 30RHS 500g 2B il AN TEAT 5,

.

. KB SCEREER F I T

' TF543 KEHREFXELE8—-34
:06—-771-3199
FAX:06-772—-0676

M ZER PR Bl AN, RE At

¥
B ORUk
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WE 4

PHIETO—F o — I

Tz

AX

KB
ai*"{, rg&m mﬂ( V\]E&f};tﬁ
. ——-—-GC/MS
500 ml i B rue :/-dm
~FH>100ml Iml
EH. £
Bt Vo Dl s v ok
20gwet [ 1 syp Rk
INKOH/ I% J—Ji & s00m 2ml
100ml  2h &¥# ~FH > 100ml
- ol 2
al — 1w 30
A
2Utr-d, - ZhLHI V=
T
AFH 2 10ml

B 106 ZF V=TIV /AFH > sml

GC-MS(SIM)

W7k :BP-1
b :25m
17ARNER:0.22mm
fEE  :0.25um

B BR

OKE)

FhITLZIIAX
0.0087 g/ 0

(EE)
4.1ueg/ke

GX7))
0.32ng/ke
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Tetraphenyltin

Abstract

A water sample is extracted with hexane. The extract is dried with anhydrous sodium
sulfate, and concentrated. The solution was spiked with chrysene-d12, used as an
internal standard, and an aliquot is injected into GC/MS.

A sediment or biological sample is mixed with 1N-KOH/EtOH solution, and refluxed for
two hours. After filtration, the eluent is extracted with hexane. The hexane phase is
dehydrated with anhydrous sodium sulfate, and concentrated. The concentrate is
purified by the use of florisil cartridge column. The subsequent procedure is the same
as water sample.

(Water)

Sample ———| Extract Drying Concentration }|—
500 ml

hexanc 100ml - NaySOy4 R.Evaporator

_—T— GC/MS

Internal Standard

(chrysene-dy7)

(Sediment and Fish)

Sample Alkaline
20gwet digestion

Filtration Extract

hexane 100ml
IN KOH/EtOH water 500ml

100m! 2h reflux

Florisil cartridge . .
column clean-up Concentration Drying

R.Evaporator Na, SOy

Washing: Hexane 10ml
Elution: 10% dicthylether/hexane Sml

% Concentration T GC/MS

Internal Standard

(chrysene-d ;)
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MR 2, KBRS ERBER LT
(BHTIYS30) T543  KERMTREFKR LR8-34
Hah s Tel 06-771-3199 Fax 06-772-0676
i selli 22 MNAEGH 8 1996/8/7
W'E & Tetraphenylstannane
C
iEd Tetraphenyl tin
(EEE)
5313 C2H20S n Vit 428

595-90-4

To5AF) T4 - VR MES

G C &

715 LA
715 LN
NI LES
15 LIEE -
HEADRE :

51 %

E—7
PREFIF )
PTRI :

DAl

HP 5 89 0 series I

AF ) 3 (Ultra-1)
0.2mm

25m

0.33um

280°C
70°C(1.043)-10°C/43-300°C

225743
2716

M S 24
7 R V G Autospec
MS 53 e ()

A F Atk
A79-71-AIRRE -
ZDfh :

E 1 (70eVv,250°C)
250°C

B L O M

o3
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Relative Abundance (%)

100
90
&0
70
60
50
40
30

20

tetraphenyltin

351

T

T T ] T
350 400

T T

m/z

0 50 100 150 200 250 300 450
Relative Relative

m/z Abundance(%) m/z Abundance(%)
39 1.77 196 11.22
50 3.38 197 34.75
51 6.73 198 2.43
52 2.9 199 4.63
63 1.27 201 6.11
74 1.41 269 2.04
76 2.9 270 10.73
77 6.78 271 8.49
78 14.95 272 19.53
115 1.17 273 10.43
116 9.58 274 23.88
117 4.98 275 3.28
118 15.33 276 3.59
119 5.85 278 3.58
120 20.67 343 2.62
122 2.97 345 2.2
124 3.73 346 1.44
128 1.02 347 40.58
145 1.38 348 30.9
151 1.59 349 73.57
152 8.63 350 38.49
153 9.2 351 100
154 25.18 352 17.88
155 3.46 353 15.25
193 15.81 354 2.98
194 9.55 355 15.84
195 25.52 356 3.36
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WFZEHRE

) RBRTSLEREERLAVTSERT Rl T
THH FoEJ—IV/K SRR

L YE 4 FRITZZI)VARX

e % WA O N7 5 7iEHPLCIE)
HE #5 R log Pow= 6.45

JU7E B 5

SaRiLs: X

Hewlett Packard HP 1050

BRI as
712 YMC-Pack ODS-AM AM-312
VREER : 7R hUJV L AK=T5:25
FidE : 1.0ml / min

53 BT iR DHEE

F0 5 )=V /KGESREDEL N OFHEYE (NFHroaRtE, Xt hY
roaN>Er, X2URY L) ROT b I 7 2 Z)VF 2 Ok Z2RD, RIEYE
D5 BRI & AR FRREH] O B £/ 70 5 B EOME D BLFRE 2RO 72,

BREE R OFR
REMBEEAY ) —)y. ROT7E M2 MUIVICEMRL. 100 pug/mlOEEZFHEIL 7.

HiE#EER (log Pow)

) 1 2 3 4 5 i (ERR S
WiEfE  [6.43 6.45 6.45 6.45 6.45 6.45 0.08
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WIFTHERS
HYE RIRTISRER AT &
HE IR\ DR
{LEYE 4 FhITLZIWVAX
RE L 715 LTEHIE
WEHER 0.000088 ug/ml (20" C)
e R {1
T EER
Varian 3400/Finnigan ITS 40
RE St

FRAS L AFI) U BP-1), 25m X0.22mm, 0.25mm
F1 9 LAFEE : 60°C (1.0min)-20°C /min-220 C-10C /min-290 °C (4.0min)

EADIRE : 280C

/XL —4&—BE :280C
FEAE: ATy bR

#E : 1.0 ml/min

DHTIE DR E

10eDH I AE—=XIZ100mgDF F T T2 ZI)IVAXZA—F 4 0L, FNEHITALIZ
FEL T, HEKZ3.6ml/min TE Lz, 2HEIZ500mI THW, FhEnieAFy >
I0mMITHE L ESIZImIETERBE. T I 722 AXOBEZRIE L=,

e R

0.000088 ug/ml (20" C)

— 208 —

TPT concentration{ppm)

5

COBRMTT RS T
VR X DPBEI—EITTL
>t E LTEH

6

n
w
H
(4]

Fraction

F kS5 7 =V R XD IKEREE R




FRRBERER Y 5 -

RNy xTYRAY b—=)b

Pentaerythritol
&
CH:2: OH
|
HOCH: - C -CH: OH
|
CH: OH

[b34,:2,2-E2 (E FgF oA F)) —1,3 —Fav ot -
B4 Ry Y MY b=, FrF (EFaFIAFI) A5

HFA : Cs Hiz20s H¥E . 136.15
Bligi . 260~ 269°C B H¥ETS
JKEARREE . 55,600 mg/L(15 °C) log Pow:— 1.70

ESUF ;- 2.12X102mmHg(106°C) Wt ;13 A EOEBIAIICRE
% - s, IR, 2R, RREERFORE

§1 & # &

KBEREHZO VT I, RRAEANFY L THE L%, HEOBA A U Z#HERiIE=RE LA T A
B L. BB LT DY A SR U AV EMA THEBELETT 5. R L FHFREE
vrooAy oL, Bk - B&E%. GC/MS—S IMTERT 5, EEFRNIO>WVWTIE.
Sk L. fiEE30% o7 ana Ay v/ NFH U THET 5. JHUTKBILF YT LL
BN YA VEMA THEA ATV, AR LAFREEY 700y ST L. A58 - Bk
- BE%. GC/MS—S IMTERT %,

HEBR G

(AR DRI O4R A7)
BEF (LEDEREAERANEREER] KK,

(Rt OrIEE]

RBZED  2HF 50mlxllsawo— Mok b, NaCllsg GE1) ZMA THEBSE. NFY
© 100mlE 0mlT. 2 FR5EORE 5Bk %E 2 EITH . & LcdkiaBE1lE—h—ich
L. /5 2BoBBEE AN THRRS ¢, SaRTICBRET 5 E0RET2 (F2) . SHRE
ﬁ%iﬁif%ﬂttﬁ\ﬁﬁavuwv—w%%btﬁaA%ﬁLfK@%%éﬁtéo5@%\
9§®%ﬂmfﬁ5Ataﬂ%m®§%éﬁﬁb\%ﬁ@éﬁﬁﬁﬂ%ﬁ@éﬁmébﬁao:h
% 500mlSNE D — P Ic AR, HIEOB A 4 L3sBiiils IR L7 A 5 4 (E3) wwEkh L, 68
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EROBEOESINEI 1 ~2 cm IMFN B X ST LT, FHEE 5 ~ 8 ml/minTR 1 A L 33#h
WMEETS. #5LNOBIcHEELTL 5477 2AROMBK (F4) BT, GHEHIC o
* UM I N EA O, WAL E— A -2, WRIEROEIRZEHET 50 71 5 LIk
Lkﬁﬁm—bm®ﬁﬂ%ﬁﬁu<ﬁﬁké\mﬁEL$®ﬁ@®%éE°Ebﬁﬁ6\¢§®ﬁ
B CHK D — FREEEZEVIAL, BEE L0 — NI T LHLIOA L. #15 LADSIRTS
H/DBOEEDKTEHVIAALE (E5) « KUK S0mlz AN/ O — Med o7t A T LsH#
1. A5 LACBRET 3 ARARARESUKTHE S €5, Bk BiE» Sohdkiciiy, C A
ﬁyﬁﬁ&énﬂ<ﬁct6\ﬁ&ﬁ@@ﬂ%ﬁ??é(EG)OEWLtﬁmK%m&mfbu
v LR GET) Uicts. Hicdgd/kB b+ b Y o LEMA THERT 5, Ihvelldtieff&=A
7523 L. 25°C (1 8) ofaRkiEc AN, BehrXEEUNS | KHKET 5, KRWT.
5 mIOB{LR VA IVEMATERL, BLRE S LTHERER(LETY (E9) « RIGKZELLS
HoO— MoAR. ERU-FEEE D 7002 ¥ o0mlT 2 oiRE Silid 5, #E®R, /o
OA%7VEBESRL. BEY /0oy oomiini CREOBEEIT. Yrualy VE@ess
bt BEUKSOmlCHE L. KRR Y 7o Thik U, SRFIMEKRE 3 5,

(BB R 20g% 200miFELEFICE D, KEEDK 150mIEMA 5, R/%F 27 TERER
Bk EES LT HMCAEIE %, 15AMBERMEET . e 20rpmTI053 flEiisri
L. FBamskimhm s UToiT 3. Zokilitigz. Bic U Ay —IeiEnich s bLe
BLTCREN A A8 3, A%, DEBOEEIKTH T L EKMBROBEZEE L. BERDOHK
LRRAED A IS DE B, ChELUSKD— McB L. BEDKEMZ T24% S00mld 7ok,
100mlD30% D7 O R 7 v/ ~N¥FHUEMA. 550K E IBEEREITI. FER (FE10) | KX
BALILE—y—IcB0 L. 45 2BoBBRAaE AN TR &, Kl hBRE 4 2Bk
%432 (GE11) ., BETTBREILIE. KL MY Lk4g (EL2) MA AL, 1M =
=75 R Y, JhE25C (E8) DERKEICAN. Beh&EdENs | KKET %,
KOT. 5 mDE[ER A NENATERL, MUIRE D LTHERRMLETS () o Kb
WA1SE T — Mo AR, R U -HEEE Y7004 5 2 10mlT 2 53k e S ithd 5, #HiE
% GEI3) . UranAsy Vg (El4) ASRL. BEY /7 ooy omlEA TREOEEE
75, Vroor sy s@Erabd. BIRICV Y AT —IVEEDIYY—N—FEHTLITEL, Y
ryooAy Uik ESsEd 2 (¥15) o ThEkabkomlcEes L <. KRS b Y 7 ATk
KU, SklgingEksd 5,

(E&XSF L))

SEFIMERE T — 5 ) — TR — 7 — (BBEESSC) T mifgE F CR#ET 5, IOk
EASEICKE L. BEL0 gmONEERK (N ()EL Y -dudA\F ¥ VHEK) ZIEHEIS0
el BINUH., BEHZEREOTT IMOEEE LTGC/MS—S | MEEHOERK L T
50

| €EEw ST TESEYY|
KEREHZHOWTIZ 50mlo . EEREHIOWVW TR 150mloEabkE 2z nZ AV, RO
W] RO (REE OS] SEBRICEEEZTO. Bohfi- b2 EERKE T 50

CERER DAL
Ryy Ty 2 b—IUEEE10mgs FREICIEIMND & 0, AERDKZ A TH# L CIERIC 100ml&
L. #E 100 ¢ g/miDIBHE D EIK & T 5o BEERER ZAEEDK CIRKRAR L . 100ng/ml ORI
WAETES 5, PEEEKICOWVWTIR. XY (a)E Ly -de 10mg ZEBICENMD LD AFY
LA INACERC 100mle L CHEd 5, WEERKEANFY TARL T pg/mld L. PIEEE
1R E =75 231, NaCl 15g& 7K{LF- b U 7 LAgh g UIoREDK 500mle Affc b
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D%, HET 2 EEEOEBSAET 5, I oo, ERETRKOD 2 ~10ml% Bt ic 2 L2 iR
MU7#. 25°C (£ 8) DOIEEKIEIC AN, Bix h&x FHENS 1 BEKET 2, W TL 5 mlod
TR AV EMATER L, BLRES LTHEMMEETS (E9) o« RIGKELLS®O —
MIAN, ERLUIGEEERE D 7 oo & 050mlT 2 SRS SHET 3, %E®%. Yront sy
YREESELU. BEY /o0y o0mAENL CREOBESITS5. Jr7unxy U Eidbi.
FREUKOmMLTEes Lotk KBRS MY v ATBIA L. Chid [REkoHE) & FEicies
TV, Bohh bDARIERK T 5,

(AE]
(GC/MS — S I MORAIESM:)

5 B :MS ; HAKBF JMS-DX303, GC; HP 5890J
ERA Z L : Ultra 2 (5% 7:=W$4¥Y37), 0.33mmX 10m, JEE 0.52 gm (7£16)
515 LEEE : 40°C( 1 min)---- - - - 2°C/min ------- 300°C( 15 min)
F+ U7 —HX:He, EBREET—F ( 4.77 ml/min)
AT XYy RUZ (OS—UA4 7B ; 1 min )
FEAOBE : 280 °C, FAR: 1ul
A4 VIREBEE 250 °C, R — 4 —BEE . 250 °C
A4 ALBE 70V, A4 ALHEH : 300 g A

E_F—AF 2 FBH ; m/z 176, BEZEH ; m/z 105, 204
PIEERE (N J(a) Ly -diw) B ; m/z 264 (3E17)

(BRERR) HHEERORE L LT 200~1000 ng/mlDEIEHER, (PIREHEMES : 500ng/ml) | xl
E2GC/MSIKEAL. Bonicr ov b 75 LOERLFEEK - NEEYED ©— 7 TR, 5
RERZIERT 5,

(ER) SRHRD 1l 2GC/MSIKEAL. Bonicr o= k75 LOFELK & PiEtesy)
Hov—7EEhERD . RERLH OLERT S,

e

0.001

AtEME (pg/l /i3 ne/ke) =HRIRE (ng/ml)x
ARE(LF /0 i3ke)

(RHBARCERRR)  AORORIBBARCERBRAZLUTIRYS (E18) ,

#= B R BHRA EEFRA
K B 500 ml 0.14 u g/l 0.47p g/l
E B 20 g 3.1 pg/kg —
HAE - HE
[GA3K]

RygryzY b—)b: HfbEE GR
RXoJ(a) ELr-die: CI1 LE!
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AL UL FIbshEEs SR (JIS K8158) (7%19)
TKEEALF b U & 4 FIDRREERED FHIREHE GRDIR)

NFY o FDERIERE! BB EREERE (300)

vruaaAyyo: FDtkiiEsl EREEEARA (300)

Tk by oA FldeEs! SRR

HOKGEEE S b Y v 4 FIDEMEESR! ERFAEEERA ( 600°C T—RINEWLER)
FeBUK . Milli-Q SP.TOC. #Bi/k8IEEE (3 U B7ED 1=k B¥EK
0.0lmol/l FHERERIAW : FIDEMERE! AESWH

HRE - FobAERE FESEREA

B4 oactktls : AN /8 7oR"—5 4 IR-120B
YUHT—L: GLY A 28 FHIFEY—) Fine (JRULE)
R=N—HEBH : 7Ty 7HER UNIV (=/3—4)l) HRERUE

(%]
B2 A 25H 5 4 AR 3em, && S0cm, B 5 1 > 129/42  (HEILBMERRED
YYF—N—EH 5L BE lem, KX 0em (FEOMFEED ) ¥ ——fF %)
Ix& 545 : AR OB I O RFBEZUE O F i A
BER S - S oKtk
BLSYREES « KR D53 BEF
O—4% Y —xNR U —5—  fhE o8& R
TERKAE « FEAEALSIE ORI A

(1) #KERHT YW TR, NaCloBEIETHhis 0,

(2) ARBRPICHEEIERE T 5 L. B1 A U RBILEBEN I E S 2T 5,

(3) HERBA A4 o 25Heh 5 LOFEUI, ROLHITLTITIo BA A L 33MakssH 350l % 11
E=A—ic AR, BEUKEMA TL BT S, g1 B Lz oKESRE T, BUREbkE:
MATHZEE., RS 282 KEIBIHICIS S
EFTROET, NE 3en. KX50cnD A 5 LD Tl
SV YA —)LadED, Ty 7ERDTH T LRIC
FEBUKE AN, Licted LBIE 284505 X
T, DETOKANAS WL D —IcBRF IR
5, WgEED iz U Ay — L EEOEIC LTEE,
EEIE ISR L1 ~2 coicffch B3 L9
5, BIEEFRR L2 H S5 LK — 1 DL 51 500ml
SHO— AT 3, | R

HUT3mol/UHERE A AL, HEHHEEE 5~8 ml/min S| P & 3em, |
THESIENL, BIREHEICT3E S bRl ]| rasee
RS €5 GERAE) . IRW\WT1mol/l NaCl% L

AR L. #IEENaEICd 2 (NaCliue) . e, %9
GERLED) —> (NaClPLEE) AT\, Bl (G %ﬂ
WUER) 21T 7%, HHEABHEE L N5 E
THEVKTHRAE L. HEBAA 388 A5 L3 5, g;
B 1

500mlsyik o — b
T (5H#SPC19)

bl BHEE(SPCEL9, T29)

]

DA LTI, BEETIOKERE % 2 ik E
THREREIT) CEMNTE BN, BL2DD 1R
IR AT S O & ICEERIEEIT D 30K, BB A 3zHh S L OB
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AR, Suwol/13ERe % 500nl#E L ClE 2 HIEICR LT OXEEDKEFR L. SRR
WAER LB HEEFTHRELTRTT %, b, RIERMERUVEEORBIET. EECOER
s - x50 T, BELOBEZRER S,

(4) BENH 120~130 miORBRANGRE L. IRWTCE 1 4 VS A ZERHER M T L T{
%, FlhoCl 14 oz, 0.01 mol/ I IREEEH Z B\t HBLDOAERIC K - TIT I,

(5) BRI AREKkORIITE 372307 < L, WIEE EROBMORINEIC | ~2am
IRz B XS LT, T A S RBEUKOYIB A 21795, ThERS &, RS
N7 —1 v 7 UCENEEIEA L. IROFBEUASIEEIT ) ISR,

(6) FHIEEOBHELORBIRITRR——FABEKE. CI° 14 v OKHICI30.01 mol/ LIRS
WA\ S, BEEIE. EINGEEEEIN 550~600ml &75 - 7o T, FHEEPH 730,
Clr 14 v bRBREBINIELIE B, 7272, (FED) KR Lic7—Y 72l 5L, KR
3K T 5,

CT) Pl RELAEREF MY Y LAOERLEEIR. BRNCL > TRAZ BLUIEELH 5D
B fARETT10~12 giREE. MJIARERIT8 ~10 gl TH 5, THMRBR——HEBRIKT
R LA S, RROKBIETF DY 7 L TITH . BUROKERILT b Y U AR L KLOEIDIERE
120.1gIC 18 > TWAD T, FFHREMEDOHREBR AR L HBNARICTEZ S, BB, JITO
hFIRIED B9, 2 ERICHHE T3 2 ETRISVWOT, BABZDLTILAVICTN
Tk,

(8) FHBANEISIIREOEEAZIPLTVOT, BEOEHIIEREICT ).

(9) HHAKNDI-DDIRE 53, BMUIHER Y VA PN TREERIIIET 5 TIT D,
SHEDZET L2 3. EA 75 ZaWNBETHRD OB LB IEE T &Ik » THERT
X%, COEHTTR. P3NBETHMRIITET T 5,

10) ZHEHc & - TIIHRIEBICBARDZBEYHE U 550, HEHMEZRDITED, DO — M &Y
S DEBICEBEXE B I EICL - T, BEEON ORI TS EMNTE S,

QD) kiR RE T 5 & FEEMLKICOTEEL L5,

(12) ¥ & - Ti3. gD TIRKBILF MU 7 LADRE L. X A U2 THELIS
WIEEENH BD T, HEITE URINELZEINT 5,

(13) AR Y 2 v 2B, HERMZRE 1 HEULED., bIBEI LY a &
BEENHEIETBL & IHRBROBREICES Y 2 MBEEOEIRBOE T ZBIETE %,
(14) SO — " HhSOBRIERE (LY a VEEDL) Ol LIk, PETOZIFEHEOEEEZ DI

bEsLIiIcl. BhENBWEIICT 5,

(15) YH#F—N—~i3. HIHBHOA - - BHEEREET. Vraaty -2V a 0O
JEICEDICIE XA, BT LRSI Y a vINET B L, ABEENICELILADT,
CORET—HINB L TABERT T %o TINATa vEFRICYVF—N—IZBEALTLEST
BEAE. W LERERLCILY s YEEIRL., ABEBEEPDET,

(16) Zm D bD% 10miz W L TEHT 3, O TIREIRAFEEEAM SIZO2W TR, #Eix
AIREL I ARREDE X (10 ~15m)DZEH 5 LAHERT 5, 7272 L. BRI POECE S,

(A7) RyJ(e) FLv-dueEAWTHLW, m/z 264 T, FEEEE G RIFE L TH 3,

(18) RIEBARVCERBRIZ. [EEYEMFEREFE =27 () 1 (Hf624E3 A) IZF
donfcFECED, UToLS>cEH L,

7k =1

B (pg/l) 0.40 0.80 1.2
WEE (x) 0.0206 0.0517 0.102
EEEE (o ) 0.00107 0.00238 0.00256
w7 (Da ) 0.0331 0.0586 0.0479
BmHEAR (DX 3) 0.14

TREAR (DX10) 0.47

Motk (Fa) 7.35
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I

BHERAHEEM (1e/ke)
HbRHEE (rg/ke)
Sl (XD

EHEREZE (Sc )
BHIERA (DL)

95 % (Z X i

4.0

20

19.4

1.00

3.14
2.0 ~ 6.9

(19) BIEA —H—ick->TiE. SIMZ7O% /5L EHEE -7 NHBIT 5 DD H 5,

§2 & &
(CiLiined |
(7ag—F+—H)
7KE =t NS R A A A3 H FEAL Lk
500 ml A IR -120B VLN Jonryy
100ml ,50ml 5 ml 50rml,50ml
B 7k -0 £ OAL GC,/MS
WERIMIA  n-Y-TV-4- 1 ml
(<35C) MWEEEM
B 7k PLYNar: 3 LR e FHEUAAL,
20 g 150 ml 2500 rpm  30%ymnfyv/ARyy T4V
10 min 100 ml 5 ml
st S e 7k B i~ GC/MS
ooy YUh-N EARRT ML o-4Y-1Rb-- 1 ml
100m{ ,50ml (<35C) (WEEEM
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(ST ORE])
1. ZH80 5 OMRYE O¥ 5 EEE

RyFLYRY b= VRKICHBET. BEALOEBAFICATISWIZD, b3 dR
YEOHSBEEATE IV, BEMEEC > VW TR - LITRLck )i, BilE L TEER
ZRWISBAEEZROTHRYE 32 BIRE T, EHR B EIE LRI - 1,
Tl AERSEECE > THLRLENRINED 5 T2, 8- T KAKD THRYE % FHHA(L T
5 ENTEBRIGHEFE RN AR U7 FHEE L BukAR cfith L Told 2 A2 %A
TEHEIENWBETH -T2 —FH MSTERZEIT e HICZERINZFRADSTEIT 50081
TTHEIENEELVA, RUF Y RY b= RS FRICHFIRLONRE 5 OHEE ¢
DHEL. COELRICHAEEERT 3 LTOEERSH L -1

PbD 2 >0 RIGAE L UTHEER Y VA VERRL, MBRYHEET LA YT
DIKBEP TR AL (T VAL U, ARk U ok e kit U CaRtd 2 28 E
.3.5:.&:(1: LfCo

£-1 HERHICKZENE

FEAE D REE FehEE (mg) EXHE (%)*
Sep - Pak PS-2 265 0
Sep-Pak AC-1 400 39
Carboxen 1000 500 0
ENVI-Carb 500 0
Active Carbon Beads-L 4100 93

% Ing/mlD/KFH % SO0mIEH L. 7 b v SmiTHEH X B EINE,
2. FEERORIGEEL I ERBEAEO T & ek

OBUGHEORINE

HElamE &% 500ml, FNT 38X V1 VOB Smlé LT, FEME(LORIGEME %
U7 FEKBIRICEWTIZ, BREOEEXR VAV EREFRICHE L. HE LTk A
BHICBRIE B2 OTNAY (T TTEKERIES MY O L2 ER) KN ELEINS, HEX
v AL Smlid 0.043 molicY L. _EROFHFICTHER T A Y BIZ 245D 0.086 molT, Kk
BT bY O LELT 3.4481018%, T ITAETIE. TIAH Y & LT4sDkBYLF b Y o L%
BNT B EE L, ib. BMBE8gcM L - BE bR UKIGEENE O En b, &
HEHREEINETILAYBEAREORVBEICEAEL Th. FREISICIEELITWE
ZZonhls,

QERF AL DEE

1. iR KR 7Y R Y b=V FRICEER LOWNR E B0HE%E 4 oF>
720, RUVA IS K > THERIREE ZEX SN S FBUKIT A RIS B, T OERFEEAICEET
ZHERII RS IS Mho 2, Ry U R Y b—)bé UTEREED 100 1 g/mld ARG
#hAEGC,/ MS—SCNTHOHLIcEIA, R-21TRLIch =24 v 702 b5 LDK
T ERTAFFERZ I BEHTH L I ENHONMIE -1, Fho, TN SESNIITRAR
g MLvS . HREEKIZ 4 DO0OHEDS B 3 o0R U1 Iifbaniz hYR V7 — Nkl
fk (C26H2407 , MW =448) (K- 3) Th 5 I ENHERINI,
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Max 2608, 85 R.T.
o
u

0]

¢ e I
c (6]
I

Q C- 0 -CH: - C -CH: -OH
44 I
28 CH: -0 -C
I
o - 0

41} caa 7ee eaa 1} 1692 11@a

M-2 RIEEBYMOM—SVA4F707bTSA -3 HLERFESOFEN

QRUGREE R U UG

BRHARITKEIL T MU O LERIR U7tk B(ERN VA IVETIMLU T LAIRES T 5 2 &
L& > T MRYBEFERNT 5, JOBORRAKORE IR, K— 41k Lok D cFEk
DOHEBEIEEZRIIT EN O, MEHEOEEZHRT 57013, FREEEEHEINET
5T ENPSMII 5o EREIBISCHTEICEWTEARER L. L L. AETRARER
DRPFD L TRENMET T 50, IEHSEEIEEELL. KIGEEIZSCERHATEIIEE
Ufco = ZOFEBUREEIGIZ, LR VA UN R TLEEBRRBICOE LA TKT T 3,
- T RICEIRICES 2 CIREXINTLEL. COEHTTIRININTH - 7o,

10 600
is- Ew;
» 2
-~ 6} ~ 400
%4— 00
?2- MM)
X =
0 : : - 100
5 10 15 20 25 30 35 0 2 4 6
K i B E (T ARREOFRRR (R)
H-4 FEEEREERDEEOBER K—-5 HERERICHTIFELEORTEY
@F L OB AR & G R

HRUCBEEEROMBBE S LT, AFY L E0 700X 07 ViZo0WTHRN L, NFH5

AR E LS. SIM7Oov S LB ARER O — 7 ERELOER. V7o

OA 7 ATHBELUTH 1/10 LSS #HEEhERMEWZ EAVREI NI, F/o. E—EE % 5[E
BOBUTHARE L BAOEIMRHIZ. V7ot 5 o T%TH - 12Dzt L. ANFH Tl
% LEBDRZVWIEDHOMNIE -7, CORER, fiHAEE LTE. P/7nooxy v aRA
TBIEE L, —H. ERIRERET 2720, AR 500mlic&15 g, 25 g. 55 g NaCl
I U CTRES 21T - 7o, HHIRAOEI R 2 B o lih - 1o, o7, e
DIKBOE D % & 25BN H B EE. CIm A4 VAR A A VS HNERIEDISHE L 1L 5 2 &)
5. EEARIKR UVKERR KRR ERR <) 12250 Tid 15gdNaClERINd 5 2 & & L,

OF EEDLEY:

vranxy il AHEBROREMIIT T AREHFERAER - S iR L, 1L b6
HREEETHONIE, FEEKEBTDEETDH 5 LRI NI,
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3. TRARYZ MVRUS | MOBBEDHRE

M—6icRy Y ZY h=ILD YR T7— b EBEOT ZARY bIVERLIL, ZOF
AR -3 IcRLcE92 OHELZ 1 DB L TWA D, FA44yE—7 (m/z M8)I3HHERE
THENGNS W m/z 8005, AR7 MVATROEBOKREIRLE—7 L1835, m/z 105 HEHE
E—27 L1530, EZRTREZEL -7/ 21E S EEAOE_/—( A L LTRBATE N
Too AETRERALE LT m/z 176%, BEEHE LT m/z 106& 204%, ZNENE=F—1 %
vELTHATAIEE L, oy WERE LTHVWR VY (a) EL Y -duil 20Tk, m
/z 2645 F =9 —A4 A& LT,

108

1p5
R
e
1
a
t 684
i
v .
e . M+0
A i
P 68 .
u
u , 227 28
d
a .
n 48 l 296 ( -
e . 30
e l |\ 4_L e
*18.0 ' '
284 77
l 176 2p4
S8
BLflA'L | . gi }L N " 1 . . . . — .
Sa 1o 15@ 2ea 43} 3da a5a 428 458 %?%
%

Bl—6 RVYTURUP=IDIPURII7— b BEEDTIAZARY bV
4. SIMZa<w b5 4

K- Tisy sy 2 b— SR SE SN FHE8EDS IMZ O b 75 AR L,

Max 14.3486 R.T

N 264 2~ S 14 18 " Cma¥. ahund.
: Lj_m
2 &e4 =1.3 11.2504
e R7JLYRY -MOFEHk — L
176 %12.4 1.1613
NyilﬂxUF—mmiéﬁ:le‘
1es #i3.5 1.36B9
K7JLYRY b-MoFEK—> g
*1.@ 14.3486

1228 1420 1680 18@@ 2000 2200 242@

-1 EBEERMIOBONFEBEDOS IMIDTIISA

&can

5. RER
X~ 8 IcREHDBIZR LT,
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2.1

E—-7HEH#HELL

% 208 480 €08 aee 1280 1290

® E (ng/ml)
H—-8 KRv&4xTUZRY b—ILOBRELE]

6. EAR~OHEH

OEBRED =<V Y 3 ALOXE

ERROBAIC T NVA VHT CREMEET D & BRIV Y a Y E->TLEWL, 21T
B A EMT 2 FCORXBXBEN B, T2V a v ERBRERE LT, 7Y IHEERA
A UENELOND, RETIR. FEAMEEIT AN A A VBB EIT O, SRR O 1
A UELTHY 44 vicUktk, KBt M) D ATPRILTNa A4V EFHILET, T
WY a ALEBIET B EEER T, KRR KERH W T, HEOHBRYERS 1 4
VARBRBIE A TR Lo 5 LBEAEFT) T E Ty T2V 3 ALERIET B I EDHEETH > 7
7272 EERBOKHMBEICOWTI. TR 5 Y ERBFERNT VA ) TEERA A O
OIS B7odh, SO A VRBMEI G TR I Y 3 ALERRIHIES 5 Z EMNTE
Hinotz, &I CTEABFIOVTE, PPEREMET L. ABEICHESRHE bR 50N

YR L BABICL>TIINY 5 v SRR ES#ES 2 EAWA I &L LT,

QEBRRIH & OXZYrE D
WEYEIIKICBIETH 5120, BRI LW TIIREEDKIC X > THEWEZMH Lo, &
Ko b & B0, EEOKMPEELZRVE LTS & B0 CIIKETIRE T 5 BAF bR
TR B0, MEEER I EITRTTX3EH30EE L, EEARNCEERZARML
T—HHKE L1 DA REEIK 150mlT | [EhdH L7284 & . B UEEREZREEDK 150mlT 1 [
HIHE U -t i E R OEED AR L7SES L 2B L0 & 2 A, ERERICEN I -7
LMo KETOEERROHMEBIIESK 150mlick 3 1 EOBETKTTEIE L LG

®ry—r7vS

BRI R CEERR E by 7Y — 7 v THAEE UCRIBIREERZITH LT TEL . ZOM
DIY =Ty PRBICHEE LIsh -7, @ATBEEE LT, KERRTRNFY VML
oo EEREICIZ. ODULEBHOS ABENKELE INZOT, 30% T saaly v/ NFY
vEMA LT,

7. {EREERMEIERER

Y81k 500ml, ZKERREH 500ml, EERK 20gic EEME IR U ASHTEICRE > THRAEL
7o NEEROFERA2E - 2 1R LT,
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F—- 2 (ERERMEIERER

A B HANE & (peg) WEEE  EEER %) FEMERE (%)

¥aaK 500 ml 0.20 4 97.3 2.9
500 ml 0.40 4 90.4 3.6
500 ml 0.60 4 106 2.3
# 7k . 500 ml 0.70 4 104 1.3
w117k 500 ml 0.70 3 105 6.3
E 7 20g 0.40 7 73.9 6.8

8. MR Y —= TR
FREDHBEICLDHIE LERER — 3I1TR L,

-3 SBEZIU——UIRESR

pH #1 ¥ & E 1 Btk o 5 HEDEEER (%)
( pg/ml) BAER (%) B A StHst

5 1.0 97 81 —
7 1.0 94 89 81
9 1.0 102 82 -
(BEAR OLHT)

KEER & U CEMENOREEME B ORIk &k, EEREE UTER 8 EEDLE
EE B O&FRHIOWT, Aot edl Uiz, Z0E, FJIkT 0.62 ug/l | #
KT 0.21 pg/l . XBWEBET 4.6 pg/kg - wet BFNFHRE I NI,

X—9hoR—10i3, #miK. #K. EEEEOKARNI>WT, Ry Y 2y b—)IL#E
HSERMUIcbD &, RIS L b3 REIER L1,
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Max 18.7357 19 12 14 16 R.T mas
g 264
n <IS
d
H .26
e 224 '(_
“—-—.A_-—J_._n_w.AA.A
=B86.3
176 '&
*62.6
105
| TS A A g
1228 1400 160@ 1820 2000 2200 2400 Ecan
Max 1i.6894 19 " 14 16 ® T mas.
A
£ 2]
n <«IS
: L
n «1.,3
° 204 !
: <
~ «2d.6
176
&
#15.0
ies \L
_L.MM . L - «1.0
1zee 1422 1620 1000 2oz 2200 2400 Gcan
H-9 MAIKkEHDOS IMP/OT IS4
Max g 3761 18 12 4 16 T nas.
A
; 264
n E IS
a
° ! =1.8
c ze4
) -Muﬂ#\ﬂ~¢k~n~.—-1~ “'“IL
176 «82.5
Mestrmphria i e ad
108 Q.7
. A PUDNESPAN S
N v v . v . ; s2.@
iz29 1420 16ee 1628 2000 22e0 2apa Gcan
Max g, 5728 18 2 14 16 T mas
g 264
u
2 IS
a
4 L «1.9
€ 204
e -
=
y
176 *16.7
<~
185 *12.2
e.
= — - ; n - s1.2
izee 1422 1620 1800 2000 22em 240 Ecan

K-10 ®BKEHMOSIMIZOTEITSA
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abund.

7.273%2

B.2171

8.29%1

18.73s7

akund.

€.1732

B.4083

2.6143

11.68804

akund.

8.3761

@8.1842

8.1219

4.2433

akund.

8.97e8

8.536S

8.7331

7.6556

AN

0.70 1z g #™hN

£ A |

0.70 p g 7=



Max % .1671 10 12 14 16 R'T‘mlg. akund.
g 264 ' * ’
U
3 <IS
n #9.3  §.3625
c 284 l ~l!
176 $ «332.5 B.2581 jg]:;ﬁﬁj][]
m L ‘M
a8 1/ . %420.5 2.1976
e L L-:; 2 83.1671
1208 1420 1600 1800 2000 2200 2408 ;;,,., ’
Max 1 L1316 19 1z 14 16 n.r._“. shund.
f 264 * -
u
= s
a
n e «4.3  @.pa®3
A_t_
P Fa
e e72.p aass 0.40ug mlﬂ]
J.Ji_
- dhm ' #G7.5 2.573@
i J S LJM‘M 1.8 39,1316
1zl 1422 16e@ 100 zape 2200 2428 ;. )
can
H-11 HEEEAHOS IMY/OTIISA

(i

AR X 0 EIERE OKERVER) hicEET ARy Y XY b—I)% ppbUNILT
HET B EDAFRETH B,

S% 3k

DBRIEFFRETEES - B0 5 5 EECFWESMEEAREEREE, 4 - 46
2)L.D.Bighley, D.E.Wurster, D.Cruden -Loeb and R.V.Smith, J. Chromatogr., 110,

375 - 380 (1975)

syttt AN

i: |

1. REORMNEZTOIRWES
[AKERE] BREANY FAR—ZDES WL HITH T A AN, fE L TENT 5o
[EERE] BH— (L LR E AT AN, R T4 74 RTHEIL72REETHIE U TE

T 5,

. ARORIEET ) 5h

Y. BAMRREREEL S -

Fri:T462 ALEEBHIERLETFERT -6
F:0562-911-3111
X:052-991-6241

E:AK B, FXH HR

KERRR OEERE & b SPEIOR Ui GRRIORILE] ¢f5 5 hrc SRIRTLEER % /)
5mlE TEEL. 7o TIVERR 1 TIVEICER L TENT 5,
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M B 4% 54 W BE 7 v o — F ¥ — b fid %
ok B
ATYRY P GC/MS -SIM
=& B /LR e B A L35 AL
$7A:Ultra 2
500 ml AHY IR -120B Hfkri4n h7hE : 10m
100ml,50ml 5 ml 174 : 0.33mm
L E E:052um
7N LE i ek =] EE GC/MS
BRHIFRA
Jhoopyy  EERMOA o-4Y-Ry 1 ml
50ml,50ml -§-(<36°C) (M) KE : 0.14 ug/l
BEE : 3.1ug/kg
E B
20 g 150 ml 2500 rpm 30%/yumiyy /ARy
10 min 100 ml
l' UKL, A A8 ik
flxr /4w Vs Y-V EERFMDA
5 ml 100m1l,50ml
L V=i o GC/MS

o-4-1KY 1 ml
-§-(<35C) ()
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Pentaerythritol
(ABSTRACT)

A water sample was washed with hexane, and the sample solution was passed
through a column packed with cation-exchange resin of Amberlite IR-120B. The
effluent was neutralized with sodium hydroxide and then was added an excess of
sodium hydroxide for the following derivatization reaction. The pentaerythritol
in the effluent was treated with benzoyl chloride to form its tribenzoate
derivative. The derivative was extracted into dichloromethane. The extract was
dehydrated with anhydrous sodium sulfate and then was concentrated to 1ml after
having been added benzo(a)pyrene-d i as the internal standard. The derivative
was determined by GC/MS-SIM.

A sediment sample was extracted with water. The solution was washed with 30%
dichloromethane/hexane an then was alkalized with sodium hydroxide. The
pentaerythritol in the solution was treated with benzoyl chloride to form its
tribenzoate derivative. The derivative was extracted into dichloromethane. The
dichloromethane was filtrated through silica wool. The filtrate was dehydrated
with anhydrous s'oﬁium sulfate and then was concentrated to 1ml after having
been added benzo(a)pyrene-d 12 as the internal standard. The derivative was

determined by GC/MS -SIM.
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Pentaerythritol
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Sample Washing with
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Derivation with
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Extraction with
Dichloromethane

Drying with Anhydrous

Sodium Sulfate

Concentration
to 5Sml

Addition of

Benzo (a)pyrene-d; 2

(Sediment Sample)

Sample
(209)

Making up to 1 ml
with Dichloromethane

Analysis by
GC/MS-SIM

Extraction
with Water

Separation by

a Centrifuge

Dichloromethane/Hexane

Washing with 30%

Extraction with

Derivation with

Filtration through

Benzoyl Chloride Dichloromethane Silica Wool
Drying with Anhydrous Concentration Addition of
Sodium Sulfate to Sml Benzo(a)pyrene-d: 2

Making up to 1 ml
with Dichloromethane

Analysis by
GC/MS-SIM
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Determination of N, N-Dimethylformamide and Pyridine in air by using adsorbent collection/

solvent elution and GC/MS

Abstract

Sample air was supplied to Sep-Pak silica cartridge at a constant flow rate(0.3L/min) for 24

hrs.Pyridines on the cartridge were eluted with 2mL of acetone. After addition of internal

standard (pyridine d5), the elute was condenced to 0.5~0. 3mL by rotary evaporator and

determined by GC/MS. Recoveries were up to 94% and relative standard deviations were 6.8~7. 3%.

adsorbent tube

collection

elution

concentration

GC/MS-SIM

Sep—Pak silica

0. 3L,/ min X 24hrs

acetone ZmL

— 150 —

0.5~0. 3mL
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Chloroethene, Bromoethane, 1, 2-Dibromoethane,

2-Bromopropane, 1-Chlorobutane, 3, 4-Dichlorobutene

Abstract

Sample air is passed through TCT tube packed with 60mg of Tenax-TA and 100mg of
Carboxen-1000. After collection, the TCT tube is attached to TCT apparatus and
heated to desorb object compounds into cold trap. The compounds collected on the

trap are voratilized onto a capyllary column GC/MS system.

Flow chart
Air sample Sample collection Thermal desorption and cold trap —
4L Adsorbent :Tenax-TA TCT apparatus
Carboxen-1000
- GC/MS-SIM
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b, RUERNOBEZS I AL A I0LAB KU TEIREERD 2, Tenax-TA% i
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£1. 79 ORMENYE (%)

Tenax-TA, Ing B 3At° -4 +Tenax-TA, Ing
purge flow  Ar/Aa EIR @ purge flow Ax/A. [EIUE
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Abstract

Air samples were collected on the multibed tube , which contains
Tenax-TA and glass beads,and injected into a GC/MS by using the
thermal desorption-cold trap equipment.

Flow chart

Collected by the multibed tube
!

Injection into a GC/MS by the TCT equipment
l

GC/MS-SIM
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EERYAEHE

RUEEE D £ =JL(PCB)
I EME R UHEER

3 oA 2 3

RUELE 7 x = (PCB)
4 4
5 6' 6 5
(1~1018 ClIEF B#H#E#0209)
¥ {(PCB&G)
#H=R(C) R (°C) IKBRRE(mg/l) REF(20°C,Pa) log-Pow CAS-No
PCB 603~648 233~253 10~0.01 <0.01 5.58~6.57 1336-36-3
E ] ERS BEREE M & B = E IKIBIRE FEEH BEORR
(RUEEEEY)  (%W/W) (100°C) (35°C, mmHg) (=ig, mg/l) (°C,760mmHg)

KC-200 5t 32 1.223~
(Ar.1232) E7z=i 1.243
KC-300 =ig{t 42 1.310~ 0.001 0.147 325~ VT Y-
(Ar.1242) 7= 1.322 360 /  H—K iR
KC-400  mig{k 48  1.376~ 0.00037 0.042 340~ avFuHY—
(Ar.1248) E7z=J 1.389 375  EuME(K
KC-500  Higft 54  1.460~ 0.00006 0.008 365~ aIVFHY—
(Ar.1254) E7 =) 1.475 390 iRBEATTEAR
KC-600  sXigik 60  1.539~ 0.002 385~  MEZEE
(Ar.1260) 7=/ 1.555 420 HEIBEET AR

PCB MDA U —5ES (15°C)

(J.E.Baker et al : Env. Sci. Technol. 1990,24 342-352)

IUPAC No.  PCB congener Ay —5E# IUPAC No.  PCB congener Al —5%E%
(Pa m®/mol) (Pa m®/mol)

#8 2.4° 11.0 #118 237, 44735 35
#18 22°.5 25.4 #144 22°,345°.6 38.5
#37 3.4.4° 3.0 #138 22,3445 4.1
#49 2,2°4.5° 19.8 #174 2,2°,33°456° 288
#60 2.3.4.4° 4.1 #180 2,2°,344°355 111
#101 222,455 129 #196 22°,33°44°3°6 26.3

#60 (3#56 & #118 (I#108 L/ ov b b, HEEHIH. #60,#118 NEEXRSITH S,
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MFEES

KSR ENARY 9 LY VTS5 — CHFIRAEHHESKQMF)IC, SHEIIRY D LS 27 5 — APUF) ICRERET 5.
24 BRI CH 1000m® £ HER. 7Y TY o YA L—HIH L. AFH VEAR. BREETHES, BKL. N, HXER
XM TEHBL. GC/MS-SIMICKYEET S,

& W&

[ RERHEAOBER]

KEHEROKY I LY VT +—ARLUTOL S, FHESFVET S, BALEERORUI LY Y T4— L1 L
OFRHEMESATING, SENLBOST, +obAHEV LK, BkEANCE—H—ATRYEBRLESTSZ. RUTL
G074 —hld, KELH -, PREOBREA7E FTkEBERTZ, REI0cm ORF VL RBE &y FTHA
AF. Vol AL—EE(KR) ICEAT 2, 20K RUDILY V75— LNBEOTERT 2EEENRVLDITEET S,
RUDLEYI4—462 BE. ZOLENY v 7V AL—HEZOLBRELYTICRELSICRLAL, BRATE LY
500mL ¢, 16 BRI~24 BRI, v » ¥ A L—HE(FEESR) 21705, RUILY U7+ — LB BRETIBREL
k., BERSERBHIOE. BEF -9 2RV TRERERT 3, KRHECAVWBIRUILY VT +— Lk ERE
2. ZOHE. AR LERT 3, EBERICNY 475 Y FHENT 20T REAMRE Lk, HREE#ESKQMF)E,
ERERNIC. 600 ETMRUET S,

[He&EiE]

KEERENARY 9 LY VTS5 — THFRAEGESHEQMF)C, [ERRY I LY V74— L(PUF) ICRERET 5.
T4 WG —RIWT—ICQMF %, RUS LY YT 4— LRIV —(CPUF 255 L, 24 BRITH 1000m® 2% T2, &H
BEEBERURT, NARUIALT 7YV TS5—(Fig. 1), 74 W —KRIF—(Fig.2 LE)ERYDI LI VT +— LRIV
§—(Fig.2 TH)., SHERETIRUILY V75— AL(PUF, Figl), MFHRMEEHECTLEEED « V5 — (QUF
Fig.4), RUDLF VT4 —LkIVS—ICPUF ££%ET 3B, BEHNLWESICEET S, £l N RUDLTITH Y
TS—ERYUILY VT x— LRI —DER RUI VY VT4 —LRIVT—E T 4 WF—KRILY — DR, B O-
YT EERL, REHEERICEINBN WL SICEET S,

[V AL—HH]

KSHHER. RYILI VT +—L ZTHREOMLB)CHONCHERAT € L % 150~200mL BEANTE IV
Vo s ZL—HHER(K) (CHEA L, BENY » 2 AL—DLBEENS A —N—T70~F 3 FTEBMNT 5. HRMHE 5.
BZR(I50MLA)CHONCHEERA7E M2 75mLEBEANTEN Y v 7 AL—REBUN [TBA L, BENY v 7
AL —QLEBEENS A —N—70—FBFTEMT 3. Vv I ZL—HEES(K) OBE. 7€ + VEENERT 5 BXQ.
20 4 ERRETHSD. 16 Bi~24 BRIT, 48~72 @IEE, v » I AL—HEBANEERT 5. MEETER, F—/1—
J0—F3EHFICAROERNEDBLSIC, MBEELTE. 752307 & b vilE&RE KD BBHEH S LI0—F
J—INRL—PERNT25mMLIBE T, BET 3.

[~F4 VIRiF]
7t h HERORERE 300mL HKO— MMIFELAL, MEKEFROBBAAF:Y v ELU 10 EEBOKEMR.
HES5T B, KBENOHKO— ML, BERAAFY U TEHE L, TOSKo— FO~FY VRBINZS, S&Oo—
FADOAFY VHRIX, KT2 EECIRE DEFT 3,
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[FREZOIE]

S0 — FAOAFY VI KBEEE TR, BHEBTRET S, ATHEHT. BORHEYEEATLSTD. 1 E
BORBME TR, BSBEIREEEET 3, AFY VARRBIENENOCHRIETIYNZLEST 5, HEAOEN
H o B ATHRBLEERDS, RBIEER TRk, ~NFY /HEKT2 BRET 5.

[BEok, i=HE]
BB TESL. KTESELUIAFY VR, BT FY D LTHKL, KDRMBHEHZEO—5 y—T/URL—
LERNT, SmLIZEST CBET 3, TEECN, HRERIMFTIMLETREL. GC/MS-SIMICLYERT S,

[ZHEFROFE]
CIL % PCB fZitt:g &%, EC-1430, EC-1431 % n-hexane THRL. 0.1ppm, 0.01ppm, 0.001ppm DEER
HEENRT B,
EC-1430: PCB & window 2 E:E44#)(5% phenyl methyl siloxane) PCB IUPACNo. #0, #1, #3, #10, #15, #30,
#37, #54, #77, #104, #126, #155, #169, #188, #189, #202, #194, #208, #206, #209
B 3L ET - ~ OB TES 1 BEO congener (2#19, #30 (32 FB 0 congener Thd. 8 /L7 = ILOF
TH194 (2, BmikH5 2 FE D congener THB,
EC-1431 : PCB Predominant Congener Mixture (5% phenyl methyl siloxane) PCB IUPAC No. #0, #1, #15,
#2028, #52, #118, #153, #180, #194, #206, #209
CAIER E]
(1) G C/MS 3%k
# A # z%m . B&XEF IJMS-700
FERHS L . Ultra-2 (HP# ) (25m x 0.20mm D x 0.33 um)
HSLNBESE . 70°C(1.9min)--8 ‘C/min--300°C(15min)
EOANA E o RFTU PR =T ETORME259)
U7 —HZ : He HSALFHE 1.63mL/min 51.5cm/sec

FADEBE . 200°C

14 VEEBE : 250°C

A F LEE . 70 eV

EAR - 2ul

SREEAE = Capillary HE1E [ppm] = 400

A F 1tk = El+ |48 = Electric Field

IREE [kV] =10.0 A oy F UM [ UR] = 50

BBa1i = HS EEMARE = Lock & Check Method

GE5RREE =10000 zZ20v Y AYME = PFK.Elpos

SIM #g ik = Fix

EZHYITAFY

Compound name m/z
Oy 721 168.9888 Oy 72-3 318.9792
Oy s7R-2 230.9856 Owy 724 442.9729
—E{kET T =V 188.0393, 190.0364 AREET = 359.84153, 361.8386
—iEfET T =N 222.0003, 223.9974 HiEfkET = 393.8025, 395.7996
=EAET =N 255.9613, 257.9587 JUEILET 2= 427.7636, 429.7606
MiE{bE 7 =k 289.9224, 291.9195 FUBILET 2 = 461.7246, 463.7216
AE(ET TV 323.8834, 325.8805 HELET = 497.6826, 499.6797
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()2
FEYRD 0.001~0.1mg/ LICHEZ LD CHERB/L HFEERRZE, 24 LZGCITEAL. GC/MS-S IMICL
UL, FAREE-JEHENSKRBREZERT D,

B)ARFPOREOHE Hix
ARTFOYMRORE IRNICIVELTS,

2, 1000 273+t 1013.25

C=Wx X X X
0, V273420 p
C REFOYHEDOBE (g /m3) V HEXKE L)
W RERNSROZRIEE (hg) t EBRE (O
0, :GCADEAR (e L) P ¥BKE (hPa)

0, BELEESBEORE (0D

(4) R LIRS
RREHHEIEZE 1000m3 & LBE O EBRAZ Table 3 TR T,

HE - RE
KC300,400,500,600 T FRHET X
n-~"F4H42 1000 X EH O MIXEETE
7EM1000EEH D HIXHRTE
GRS E97%) D FEMIETE
PCB EC-1430 T =TAII
PCB EC-1431 D =TAII
RUTLE R—A D REFIL VIS (EE8Smmx HE50mm) BEO0.02g/cm®
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Fig.1 High-volume air sampler
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Fig.2 Holder for PCB collection in air

Fig.6 PCBEIE(L DIRBERDH
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mono-chlorinated biphenyls KC300-600
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di-chlorinated biphenyls KC300-600
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hexa-chlorinated biphenyls -2 KC300-600
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nona-chlorinated biphenyls KC300-600
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Table.1 PCBIUPAC BB &{tF#EEH LU CAS S
TUPAC  STRUCIURE CASNo. TUPAC  STRUCTURE CASNo. TOPAC  STRUCTURE CASNo.

T 7 2051-60-7 71 23,46 31464464 41 273455 52712046
2 3 2051-61-8 72 23,55 41464-42-0 142 373456

3 7 2051629 73 23,56 143 37,3456 58194-150
3 27 13029088 74 2445 144 273456

3 23 16605917 75 24,06 32508122 45 2.5.3,4.66

6 23 76 2345 146 273455 51908-16-8
7 2,4 33284-50-3 77 3,3' 4,4 32598-13-3 147 2,2',3,4'5,6

8 24 34883437 78 1345 31464486 148 273456

9 25 34883391 79 3345 149 273456 38380040
10 2.6 33146451 80 33,55 13284525 150 373.4,6.6

11 3 2050671 31 3445 151 273,556 357663635
12 3.4 2974907 ) 77334 32663624 152 373566

13 34 83 27335 60145202 153 274455 35065271
14 35 34883415 27 77336 53663602 154 374456 60145-224
1S Wy 2050682 5 T34 155 224466 3979032
16 223 86 37,345 35312-60-1 156 333445 38380-08-4
17 724 57 22345 38380028 157 333 ARG 65782907
8 3705 37680652 88 27346 $5215-173 158 333446

19 276 38444734 89 22,346 159 235 4.5.5

70 3.3 50 27345 160 233456 A141162°5
71 23,4 35702-46-0 91 37346 161 233456
2] 734 38444858 ) 773,55 52663613 163 233455

PR 235 53 773,56 73575-561 163 233456

7 23,6 55702459 97 37.35,6 164 233456

75 234 $5712-373 % 2.2.3.5.6 38379996 165 7.33.5.5.6

76 735 38444814 56 27,366 165 T3AA5.6

77 23.6 57 37,345 41464511 %7 234455 $2663-72-6
78 A4 7012-37°5 98 T3 A6 0233252 68 234456
79 74,5 15862-07-4 9 27445 38380017 169 334,455 32774-166
30 74,6 35693926 100 774,46 39485 831 770 TT 33445 35065-30-6
1 745 16606023 101 27455 T7680-732 171 T 33446 $2663-71-5
) 74,6 02 374,56 68194069 172 A543, 52663748
33 A 18444869 103 20456 50145213 173 72.3.3.45,6

7} 23,5 104 274,66 56558-16.8 174 27 33,450 38411255
3 334 38444905 105 23344 37598-144 175 3733458

36 335 106 23345 176 3733466 52663657
37 344 107 23345 177 2233456 $2663-70-4
38 345 108 233,45 78 2.233.55,6 $2663-67-9
39 34,5 100 33346 74472358 179 27 33.56.6 57663646
) 3737 38444938 110 23346 38380-03-0 | [ 180 T2 3AA5,5 35065-29-3
Y 2734 52663-509 111 233,55 18T 2734456 TAATIAT
7Y} 3738 36559-22°5 112 23356 182 70 34.45.6 60145235
g 3735 70362-46.8 13 23356 183 3234456 57663-69-1
73 2735 31464395 114 23445 74472370 84 3734466
45 2,23,6 115 23,446 74472-38-1 185 2,2',34,5,5,6

70 2.73,6 11364475 116 734,56 18259057 186 2734566 TAATIA94
37 3T AA 7437798 17 23456 68194-116 187 33 34,556 52663680
8 3045 118 23445 31508-006 188 _ 3334566

39 3245 31464408 119 33 4,8.6 36558-17.0 807 2334455 39635310
50 3746 62796-65-0 120 234,55 68194-127 190 23344356 21411647
31 2246 71 234,56 56558-180 101 2334456
53 2,255 35693-593 73 23345 192 33.34.5.5.6 74472518
53 2,256 41464-410 23 23445 103 2334556 69782918
5 37,66 15068055 24 23455 70424-703 194 27334455 35694-08-7
35 2334 75 234,56 195 27334456 57663782
6 2354 11464431 176 33445 196 P33 AASG  42740-501
57 2335 127 334,55 197 2334466 33001177
8 2335 41464497 128 23344 1 38380073 198 37334556 68104172
59 23,36 129 303345 S5215-184 199 22334556 52663759
) 7344 130 1T ATAS 52663668 200 27334566 32663737
61 3345 33284-536 T3 2233406 56030569 201 22334566 40186718
) 2346 &7} 723346 38380051 707 27335566 3136994
1% 7345 133 7333,5,5 35694-043 203 ST 344556
63 I34.6 53663-388 137 333,56 204 3T 3A5 5606 73572529
53 2356 13284547 135 52335 77441335 705 233,484,556

66 I3AL 32598100 136 233,60 IBAT1222 706 P33 AF356 40186729
&7 7345 137 27345 35694065 707 AT AR S66 52663793
68 3345 38 T3S 35065283 708 223345566 52663771
&9 234.6 60233241 139 3T 3AA06 S6030-569 00 2233445566 2051243
70 7345 32598-11-1 140 223446 ‘
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Table 2-1 PCBEMANDIUPACE S, H#iE. RIFFM. PTRIES L UExitt
1EE=H IUPAC structure R.T. PTRI Ratio

1 #1 2- 13.28 1397.5 0.6
1 #2 3- 14.34 1469 0.03
1 #3 4- 1d.44 14758 0.2
2 #10/44 2.6-12.2"- 15.04 1617.3 20.7
2 #9/#T 2,5-24- 15.72 16659 2.9
2 #o 2,3- 16.01 1686.7 9.7
2 HSIHS 2,412 3- 16.17 1698. 1 30
2 #14 3.5- 16.49 1722 0
3y  (+19) (2.2.6-) 16.7 1737.6 -

2 #11 3.3- 17.04 1763 0.1
2 #12#13 3.4-/3.4"- 17.21 1775.7 0.3
3) (#18) (2.2.5-) 17.29 1781.7

2 #15 4.4 17.35 1786.2 13.1
3 #19 2.2'6- 16.7 1737.6 8.2
3 #30 2.4.6- 16.91 1753.3 0
3 #18 2.2'5- 17.29 1781.7 42.5
3 #17 2.2'4- 17.34 1785.4 289
3 #24/%27 2.3.6-12,3".6- 17.56 1802 5.8
3 #16/4#32 2,2'3-24'6- 17.78 1819.3 323
3 #23 2.3.5- 17.9 1828.7 0.2
3 #34 2,3.5- 18 1836.6 02
3 #29 24.5- 18.11 18452 0.2
3 #26 2.3'.5- 18.23 1854.6 13
3 #25 2.34- 18.29 1859.3 5.1
3 #31/428 24'.5-244- 18.47 1873.5 64.4
3 #33/#20 2.3'4'-/2.3.3"- 18.71 1892.4 354
3 #22 2.34'- 189 1907.6 26.4
@ (#43) (2.2.3.6-) 19.03 1918.3

@) (#406) (2.2.3.6-) i9.23 1934.8 -
) (#52) (2.2.5.5) 19.33 1943

@ (F49) (2.2'4.5-) 19.43 1951.3

4  (FATHTS/H48) 2244'-244.6-22'4.5-) 19.52 1958.7

3 #35 3.3'4- 19.73 1976 0
@) (H4) (2.2.3.5%) 19.83 1984.2

3 #37 3.44- 19.92 1991.6 224
4y  (fd1/#64) (2.2.3.4-23.4.6-) 20.12 2008.4

(4)  (#40) (2,2.3.3-) 20.33 2026.3
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Table 2-2 PCBEW#MIUPACES, #:&, XiFE. PTRISL UL
EZH IUPAC structure R.T. PTRI Ratio
4 #54 2.2'6.6- 18.12 1846 0.1
4 #50 2.2' 4.6 18.44 1871.1 0.1
4 453 2.2'5.6- 18.74 1894.7 33
4 #51 2,24.6- 18.86 1904.3 1
4 445 2.2'3.6- 19.03 1918.3 33
4 446 2,2'36- 19.23 1934.8 13
4 #52 2.2'5.5- 19.33 1943 16.8
4 #49 2,.2'4.5- 19.43 19513 12.3
4 H4T7/475/448 22'44-/244.6-22'4.5- 19.52 1958.7 9.8
4 #44 2,2'3.5- 19.83 1984.2 14.8
4 442 2,234 19.91 1990.8 6.5
4 #41/#64 2,2'3.4-12.3,4'6- 20.13 2009.2 199
4 #40 2,2'33- 20.33 2026.3 3
4 467 2,3'4,5- 20.46 20374 0.9
4 #63 2,34'5- 20.39 2048.5 1
4 #74 2.4.4'5- 20.68 2036.2 11.1
4 #70 2,3'4'5- 20.77 2063.8 243
4 #66 2.3 4.4- 20.86 2071.5 214
4 #55 2.3.3'4- 21.06 2088.6 0.8
4 #60/#56 2344-/2334- 21.26 21059 199
4 #77 3,3'.4.4- 2227 2196.5 1.2
5 #104 2.2'4,6.6- 19.72 19752 0.01
5 #96 2.2'3,6,6- 20.24 2018.6 0.2
3 #100 22446 20.45 2036.5 0.03
5 495 2.2'3,5'6- 20.87 2072.4 18
5 #91 2,2'3.4'.6- 21.03 2086 2.8
5 #92/4#84 2.2'3,5,5-/2,2'3.3.6- 21.28 2107.7 2.4
5 #101 22'45.5- 21.41 21194 26.3
5 #99 2244 5- 21.54 2131 6.4
3 #119 2344 6- 21.69 21445 0.1
3 #83 22'33',5- 21.8 2154.4 3
5 #97 2,2'3'4,5- 21.92 2165.1 5.3
5 #87 22'34,5- 22.04 21759 8.3
5 #85 22'.344- 22.14 2184.9 33
5 4110 23.3'4'.6- 22.27 2196.5 20.3
5 482 2,233 4- 22.54 2221.6 1
5 #124 2,34.5,5- 22.67 22337 0.3
5 #107 2,33 4'.5- 22.76 2242.1 0.3
5 #118 23'4.45- 22.88 22533 5.2
5 #114 2,344.5- 23.13 2276.6 0.3
5 #122 23345 23.25 2287.7 0.04
(6)  (#132) (2.2.3.3'4,6") 23.38 22999
5 #1035 23.3'4.4"- 2348 2309.6 2.8
(7 (#176) (2.2',3.3',4,6,6-) 23.88 23483
(6)  (#138) (223445 24.02 23619
5 4126 3.3.4.45- 24.21 2380.3 0
(6/6)  (#128/#167) (2.2'3.3'4.4-12.3.4,4'5.5-) 24.62 2420.8
(7 (#172) (2.2',3,3'4,5.5-) 25.37 24959
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Table 2-3 PCBRMAEMIUPACES, #iE. RiFssk1. PTRIS X UMEXILE
=R IUPAC structure R.T. PTRI Ratio
6 #1553 22'44.6.6- 21.19 2099.6 0
6 #136 22.33.66- 222 21903 6
6  #151 223556~ 22.56 22234 316
6 #135 22.33.56- 22.66 22328 16.8
6 #147 223456 22.74 22402 0.3
6 #149 2.2.34'.5.6- 22.83 2248.6 794
6 #134 22'.33.56- 23.08 22719 38
6 #131 2.2'3.3.4.6- 23.24 2286.8 10.9
6 #153 2244'55- 23.38 22999 91.2
6 #132 2233.46- 2345 2306.6 226
6  #138 22'344.5- 24.01 23609 112.8
6 #158 233446 24.19 23784 28
GI(TY  HI29/#187)  2.2'3.3'4.5-1(2.2'34.55.6-) 24.38 2396.8 1.7
7 (#183) (2.2/34.4'.5,6-) 245 2408.7
6 £128/£167 22'33.44-234455- 24.63 24218 8.3
(7 ($174) (2.2'3.3'4,5.6") 24.91 24498
OGN (2.233'45.6-) 25.03 24618
6/(8) #156/(#202)  23.34.4.5-/2,2.3.3.55.66-) 25.15 24739 55
6/(8)  #157/(#201) 233445022 334566 25.52 25114 17
6 #169 33.44'5.5- 2597 25585 0.1
7 #188 22.34'566- 2323 22859 0
7 #1719 22'33.5.66- 2372 23328 0.7
7 #176 2,2'334.66- 23.88 23483 0.2
7 #186 22'34.56.6- 23.96 2356.1 0.001
7 £178 2.2'33.5.56- 242 23794 0.2
7 187 22'34'5.56- 24.38 2396.8 1.4
7 #183 22'34.456- 24.49 2407.7 0.6
7 #185 22'34.556- 24.73 24318 0.1
7 #174 22'3.34.56- 24.91 2449 8 1
7 77 22'33'4'56- 25.02 2460.8 0.3
7 #171 2233 4.4'6- 25.12 2470.9 0.2
7 173 22'334.56- 2527 24859 0.03
7 HN2 2233455 2537 2495.9 0.1
7 #180 2234455 2551 25104 22
7 #170/#190 2233445233 4456- 26.17 25794 0.8
(8)  (#199) (2.2334.55.6-) 2634 2597.2
7 K189 2334455 26.79 26458 0.03
8 #202 22'33.55.6.6- 251 2468.9 1.6
8 #201 22'33'4,566- 2527 24859 1.3
8 #204 22'344'56.6- 2535 2494 0.01
8 #197 2.2334466- 2543 2502 0.2
8 #200 2.2'33'4.56.6- 25.79 25397 11
8 #198 2.2'33'4.556- 2628 2590.9 0.01
8 #199 22'334556- 2634 23972 7.4
8 #203/196 2.2'34.4'556-/22 3344 56- 2646 2610.1 8.5
8 #1935 22334456 27.12 2681.6 4.9
8 - #194 22'334455- 27.53 27267 104
8 #205 23344556 27.65 2740 1
9 #208 2.2'3.34.55.66- 27.08 26772 02
9 #207 22'3344.566- 27.24 2694.5 0.1
9 #206 223344556 2833 2816.4 27
10 #209 2233445566 28.98 2891.5 0
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INJ#2: Window PCB = 18.00 pg-ul
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FERER L PCBIERESY

il B HnE fi %
EC-1430 PCB Window Defining Mixture Sml x 1 % 2.5+0.25 4 g/ml
(For use with DB-5 type GC/MS LAYy BT TIVAY
columns) (FaoEMIft &)

Each ampule contains 2.5%0.25 ¢ g/ml of each of following!:

(IUPAC *0) Biphenyl
(IUPAC #1) 2-Chlorobiphenyl
(IUPAC #3) 4-Chlorobiphenyl
(IUPAC #10) 2, 6-Dichlorobiphenyl
(IUPAC #15) 4, 4-Dichlorobiphenyl
(IUPAC #30) 2, 4, 6-Trichlorobiphenyl
{IUPAC #37) 3, 4, 4-Trichlorobiphenyl
{IUPAC #54) 2,2, 6, 6-Tetrachlorobiphenyl
(IUPAC #77) 3,3, 4, 4-Tetrachlorobiphenyl
(IUPAC #104) 2,2, 4, 6, 6-Pentachlorobiphenyl
(IUPAC #126) 3,3, 4, 4, 5-Pentachlorobiphenyl
(IUPAC #155) 2,2, 4, 4,6, 6-Hexachlorobiphenyl
(IUPAC #169) 3,3,4, 4,5 5-Hexachlorobiphenyl
(IUPAC #188) 2,2,3, 4,5, 6, 6-Heptachlorobiphenyl
(IUPAC #189) 2,3,3,4, 4,5 5-Heptachlorobiphenyl
(IUPAC #202) 2,2,33,5 9,6, 6-0ctachlorobiphenyl
(IUPAC #194) 2,2,3,3,4, 4,5 5-0ctachlorobiphenyl
(IUPAC #208) 2,2,3,3,4,5,5,6, 6-Nonachlorobiphenyl
(IUPAC #206) 2,2,3,3,4,4,5 5, 6-Nonachlorobiphenyl
{IUPAC #209) 2,2,3,3,4,4,5, 5, 6, 6-Decachlorobiphenyl
in Isooctane solution
EC-1431 PCB Predominant Congener Mixture Sml x 1 £ 2.5+0.25 1 g/ml
(For use with DB-5 type GC/MS AV BETTIVAY
columns) (TFECEHMtT &)

Each ampule contains 2.5%+0.25 u g/ml of each of following:

(IUPAC
(IUPAC
(IUPAC
(IUPAC
(1UPAC
(IUPAC
(1UPAC
(IUPAC
{(1UPAC
(IUPAC
{IUPAC

#0)
#1)
#15)
#28)
#52)
#118)
#153)
#180)
#194)
#206)
#209)

Biphenyl

2-Chlorobiphenyl

4, 4’-Dichlorobiphenyl

2,4, 4-Trichlorobiphenyl

2,2, 5, ¥-Tetrachlorobiphenyl

2,3, 4, 4, 5-Pentachlorobiphenyl

2,2, 4,4,5, 5-Hexachlorobiphenyl
2,2,3 4,4, 5, 5-Heptachlorobipheny!l
2,2,3, 3,4 4,5 5-0ctachlorobiphenyl
2,2,3,3,4,4,5 5, 6-Nonachlorobiphenyl
2,2,3,3,4,4,5 5,6, 6§-Decachlorobiphenyl
in Isooctane solution
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Abstract

An analytical procedure has been developed for the isomer-specific determination of poly chlorinated
biphenyls(PCB) in ambient air. Air samples were collected using high volume air sampler. Vapor
samples were adsorbed onto a polyurethane foam (PUF) plug Particles were collected on quartz micro
fiber filter (QMF). A sampler flow rate of 0.66m*min was used to collect a volume of 1000 m> for
24hrs. The PUF plug and QMF were Soxhlet extracted with acetone separately. The extract dissolved
in n-hexane was washed with sulfuric acid, and further cleaned with SEP-PAK silica. The extract was
concentrated using N, gas flow, and determined by HRGC/HRMS. We found amospheric levels for
total-PCBs ranging from 0.5-2ng/ m’in urban ambient air. The method provides quantification limits

ranging from 0.03 pg/ m’ - 0.6pg/ m>.

quartz microfiber Soxhlet n-hexane H,SO4 HRGC/HRMS
filter extraction -SIM
(QMF) Acetone 24hrs
polyurethane foam Soxhlet n-hexane H:SO4 HRGC/HRMS
extraction -SIM
(PUF) Acetone 24hrs
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3, -V Zuun—-1-—-75 42 42 151
4, 4° —V7uFEE 7= 78 78 78
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»fT PCB v 167
=) IV 145
p—tert—FFN T —1 58 58 D199 @205
6 —tert—7FN—2, 4—F L /— 58 D199 @207
2—TaFEFuy 42 42 151
RyEYRY h—u 128 128
2fF 1 —RAFATTF= ARV ' 1 1 ©203
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