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2 Genogroup I O ZRktst 24T

iz, Ffklc GO <k, GIO.2, GII.3, G
I.4, GO.6, GI.12, GIO.13, GII.14,
G .17 ® 8 DAL TR HER I iz,
BATHIEOBEBEEL KT L G
II.4 78 24 H (52.2%) TZEH L T£L .
WHRO GI.3BLUNGH. 14 D% 6 FHf

(18.0%) D45 Tho7z (£2),

B SN AN OV T, FRAERE
H#] & O BEM:IZ OV TR LT,

FP G225V TIE, TRk 224 11 A
MBI 1 A E TSR & -8k (3 F541)
L. Rk 25 4E 3 HD 4 HETITHE S
nizkk (2 H4l) Clafiies s 7 24—
LT, RIS, GIL.3 122V T
Rk 22 4F 11 H 6 34E 3 H £ TIchHi &
Ntk (2 FH)) LoFR 26 4F 11 Hb 3
F1AETICRHEIREE (4 F=60) <k
WTe D7 T AZ =TT e, lif L
BRI OME)N S T2 3~4 EORICER LT~
72Dz, BOMITT DL 5 1Cholm &%
5Tz,
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Fukui/22612F03/H27.3
Fukui/22614W01H27.3 17
Fukui/22312515/H24.2 : o am
Gll. 17 AY502009 CSE1/2002/US KIBFHRPIR LTS
Fukui/22612F01/H27.3 ] (Fukui/BkID/IFIE-R)
Gll.13 AY113106 Fayettevi9g/us ~ JGIL13

Gll.21 AY675554 IF1998/2003/R
Gll. 16 AY502010 Triffin/1999/US

Gll.1 U07611 Hawaii
Fukuif22201001/H22.4 ]
Gll.12 AJ277618 Wortley/90AUK  JGIL12
Gll.5 AJ277607 Hillingdon/90/UK

GlI. 10 AF427118 Erfurt/546/00/DE
GlI.2 X81879 Melksham
Fukui/22415W02H25.3
Fukui/22502504/H25.4
Fukuif22209N04b/H234  [GII2

Fukui/22204F03/H22-11
88 Fukuif22206501/H22.11

Gll.22 AB083780 YURI/JP

GII.3 U02030 Tronto
Sa [ Fukui22301WO7MH233
Fukui/22206 505bH22-11
Fukui/22605T13/H26-11 Gl3

Fukui/22609S12/H27-1
99 Fukui/22606T01/H26-12
Fukui/22608T06/H27 -1
GIl.15 AY 130762 J23/1999/US
GII.18 AY823304 SwNoV/OHQW101/2003US
Gll.11 AB074893 SwNoV/Sw918/97/JP
GII.19 AY823306 SwNoV/OHQW170/2003US
T GII.7 AJ277608 Leeds/90/UK
“% GII.8 AF195848 Amsterdam
7 GlI.9 AY038599 VA97207/97

Gl1.20 EU373815 Luckenwalde591/2002/DE
GlI.6 AJ277620 Seacroft/30/UK
Fukuif22515T01/H26-3

9 Fukuif22603N05/H26.6 Gll6
od Fukuif22508T01/H25.8
Fukuif22601T02/H26.5
Fukui/22314N01b/H24.3
GIl. 14 AY130761 M7/99/US
Fukui/22215W41H233
781 Fukuil22302F01/H23-5 G4

Fukui/22209N05/H23-1

74 Fukuif22311F01/H24-2

Fukui/22403N01/H24-5

Gll.4 X76716 Bristol
F Gll.4-Kaiso 2003 AB294779/Hu/GlI-4/Kaiso/030556/2003/JP

Gll.4-Camberwell 1994 AF145896/Camberwellvirus

LGIIA—USQS 96 AF080558/408/97003012/1996/FL

Gll.4-Osaka 2007 AB434770/Hu/OC07138/07/JP
s Fukuif22208022/H22-12
99" Fukuif22210S27/H23-1
Fukuif22211T16/H231
Fukuif22314524/H24-3 DenHaag2006b
Fukuif22308W02H23-12
Fukuif22309W01H23.12
Gll.4-DenHaag 2006b EF 126965/Hu/Gll.4/DenHaag89/2006NL
I—_ Gll.4-Lanzou 2002 DQ364459/Hu/NoV/Lanzhou/35666/2002/China

Gll.4-Asia 2003 DQ369797/Hu/Guangzhou/NVgz01/CHN
- GlI.4-FarmingtonHills 2002 AY502023/Hu/NoV/Farmington Hills/2002USA
r Gli.4-Hunter 2004 DQ078814/Hu/GIl.4/Hunter504D/040/AU
72 Fukuif22402011/H244
8q | Fukuir22404F01/H24.5 NewOrleans2009
T4 Gll.4-NewOrleans 2009 GU445325/Hu/Gll.4/New Orleans1805/2009/USA
Gll.4-Apeldoorn 2007 AB445395/Hu/Gll 4/Apeldoom317/2007NL GIL4
Gll.4-Yerseke 2006a EF 126963/Hu/GIl.4/Yerseke38/2006/NL
Fukuif22514F01/H26-2
Fukuif22506F01/H25-7
Fukui/22516F01/H26-3
Fukuif22407714/H24-12
Fukuif22409F01/H251
Fukuif22405507/H24-11
Fukuif22511N06/H25-12
Fukuif22412W01/MH25-3
Fukuif22417001/H25-3 Sydney201 2
Fukuif22406T12/H24-11
Fukui/22416F01/H25-3
Fukui/22413W03M25.3
Fukui/22414F02/H25-3
Fukuif22410F01/H25-1
Fukuif22501F01/H25-3
Fukuif22507F01/H25.-7
Gll.4-Sydney 2012 JX459908/Hu/Gll.4/SydneyNSW05142012/AU - J

8
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— 5T, GII.6 BXLU G .14 IZOW I HEE D
W2 kD7 T A —DEWNIRONR -T2, GI.6 1T
% 25 4 8 A Bk 26 4F 6 HoIckE &, GII.14
VR 23 42 1 AN SRR 24 4 5 A ofICH M Sz,
W & bR 1~2 4FLINE | G2 % & BT
HIRAE L, REBRERAL Z JICIEE > TRV ATRE
PERH O BERICIT Y T A X — DRI DR &S
D AREMEN S 2 Hivie,

MHBEE b Em o712 GIL4 122\ T, NoV S.C.28
WSR2 GIL.4 ZBRROIERERRZ H RGBT 2 52
Wi L7m, ZOFER. Rk 229~923 FEEEICF A LT 6 AN
47T DenHaag2006b, ik 24 4EE D 4~5 AEHIZHAEL
7= 2 F411Z NewOrleans2009, ik 24~25 42234 L
72 16 FHl1X £ T Sydney2012 IZ/0 S, BiHan s 7
T AL —PEE L TN, DARTR Y S 4072 28 SRS FE OR
HEnbs W) Z b2 HLWERBIZBITLTWD
EEZONT, ABROEROITFBNER SRS G4 TH
LR, BHER B S HBHENTWAIZE b ST, Rk
26 FEEOEMBEAREP ML ITHRE SN/ hote, ZDZ
£ D Sydney2012 (2532 G 3R S AL72 ATREMEADS
B2, ZO—FT, SIERRED T2 OITH T2 7225 58
EETWDHAREEEL B X b,

G4 EN2VnWF T, GII.3 < GIL.17 235K 26
FEEICEESD IR SN Lo ICoTe, B bR S
NOBEETRINEE L T EHEE SN D T2, £ OWmh
WICHERTLZMERD D EEZ BT,

4. F&

WA B 4F (AR 22~26 4R) [T L7 %4 67
5 839 MIAD 5 B 46 FHH 374 Mk S NoV ZHiH L
Too T LT, TP EICRARMETAE L, AFEHRICOW
THEIE TR 2 320 Uiz, oS, 14788 (G1 : 67
¥, GI : 8 fifH) OBMLETEICHFHSN, FRZ G40
255 (24 FH : 52.2%) Lo, &N/ GH.2, G
0.3, GII.4 1%, EHREARIC XY FERITHRS R -
TEY ., Bl FERAHR VIR LN EH X ORITICES
LTS Z LR ENT,

33
BIE ORI, AT L OSSO RILE &Y S

BEREREfLE o 7 — . EEWREREE. 1R IR AR FERR Ak A I SR
HERR, REEEER O BIRASALICTRAI N 2 LR T

SEXH
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BIHRANON)INCEIT 5 HBCD OFEREIZ DOV T
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Distribution of Hexabromocyclododecane in River Water and Sediment in Fukui.

Takashi MIKI, Masanori YOSHIKAWA

1. [FC®HIC

BHIERL o — T VB ICHEH ST 5 BFRERER
Hl~FH7aE 7o K504 (HBCD: Ci2HisBre) 1%
20134E5 HIZ A | v 7 /L A S O H IR G E V2B 0
S, 2014 45 5 HIALSRIES MR E(L P EIIRE &
ATz, FRMEPEZED R A 7ot IR T, Ak s o g
b U CEEOMM N THEFNEBEL TN D
T, TIEHEAKIC & 5 HBCD 5L/ & X 4u. ik
BIOWF e s 179 CHILEEE I DOEE NS, FEE RN
Th 2 y-HBCD BNERETHRIL SN TND, £z, R
OBV TR, L0 mEEREWE SN D o
FEW) (PBCDs) IZ L2 EIND, 20, B
WIZHT 5 HBCD JAYEROELZ B E LT, Pk
26 AEFEIZIRN Ak 30 I 2%t & L2k L OF
JEE R D 0T % Sk L 72,

a ik
ri&
EEAERE afk B vk
(BCF) 3,390~16,100 3,350~8,950 479~2,030

AFHTOESY O RFTH 2 (HBCD) DHEER

2. A&k

2. 1 Ak HE

Ik (0.5~1L) IZPNEBIEHEY'E (13C-HBCD) 50ng
EWIML, H T A AR CREY 2 Hi L=, 3Ok
R % I ERBMET + 227 (Empore Disk C18) 1ZTH
50mL/min T3 AiE%E4T-72, 1RO 40°CRzE & JE
Bl LRk 2 e el S, Bl (e b
1R, vZ7mrr A& 2[E, 4 20ml) 1Tk Eoh
FHHR 2 888 L C~F v BmL ICHiiR L, ImL £ C%
BV AT T2, 7V =0Ty FHBEMEI— Y
v (Envi-Carb) [ZHEER., 26%T 7 v A X [~
VR 10mL TR &, BRI VRHER, %
v 3mL R ICERYE L, RLRE PRI E CIRE L7, T b=
UL 3mL ZHEA% ., T 0.5mL £ CilEME L, >V v
AL 7 HNTEREYE  (dis- « HBCD) 50ng Z SN
%, ImMLIZA AT v 7L, U P74 V¥ —TClREY

ZPRZ L C LC-MS/MS #lliE (Shimadzu #E# LP-8050)
i1o7-, (X1)

AIZK(0.5~1L)

\ BB \

28 (EE7 2 7)

[ #REwicn) \

| ER(40T) \ l

l ‘ Ny §—27 [<0.2ml) |
| mamEmbsmixs | l

l ‘ PR B N I |
[ miowi—y ‘

l ‘ IMLARF % ‘
[ ~srvme iy | l

| 238 (2ETL AW |

LC-MS/MSHE

K1 mEkaHr7o—

2. 2 [EESWE

JEEOGHECE LTI, BEFOSHTEMRGHER 470
BB, @EE R EERE (ASE) 1 X D AHEE (&
1) LR Y B 7 X DRERIREE AT - 72, ERZALE
% OIEE 2g 4B L, i L IC RN+ & R E R A
AN THEMEHEYE (13C-HBCD) 50ng Z#shL., 7t
kA (100°C, 1500psi) % 2F{T-72, 7& k4
I & 1M t: . 8 1g 22 T 45°CI2C 1 BFRLL B
JRALEE L7, KUK 100mL & ~F Y2 40mL THE-ik
i U, FERSRUK 100mL 200 2 k- 247 - 7=,
XA UE A KRR T N U v A THKAME LT 1mL
FREFCREL, 2EH 75 (FEES Y 870 22% 6g,
44% 4.5g, U a—5 )L < filEF MU U A G) (ICEE S
., 26% Y7 ma AL UANF Y UVER 140mL CIAH L
FERUE 2 A LT U RIRICHRIR LT, R
A CRESTATE G L. 7 h= b UL 3mL [ZHRR
%, B 0.5mL ETEM L., VU VAL 7 FHNEEE
YW (dis- « HBCD) 50ng % iM%, 1mLIZ A AT
L, VI U T4 E—TREYERELEL T
LC-MS/MS #liE%#17>7-, (X 2)

B, MAMEDEEDOZ I~ Fafko v v NVET
HHZENE (F2), BMFERFCEME L Eb o2&
DERRAER T L2728 Cu AL (45°C) 21T79 2 &
EL7o, OB X0 SRR ONTH A K X < Pl &




L. 100% I WEIER 2 2 L TELD Z LA TE Tz, 4
BRI L 72 IR EGRCRE D HRIR 22 3R 2 1R T,

® 1 =SB S (DIONEX ASE-350)

15H ESis
TILRE 22 mL
ERFIE EEL
TILIEA 10.3 MPa(1500psi)
INERE 100 °C
R E R 7 min
TovaiBEE 13.2 mL
IN—RERE 60 sec
A E T

JER (2.0g)

[ asmsoore. rarm |

[ wompacEm = otEE |

| CulRRME |

|

| R 2E) |

[ mrsmuse oivan |

| 2@ |

[

P |

I

N §=2 (<0.2mD) |

l

TESHER NS T |

I — Y

M T Y |

|

2BERETOLE—w) |

3. WREER

3. 1 SWmMEHOBRE
3. 1.1 LCMS/MS /%5 4 —% DigEt

HBCD (2l a~ ¢ £C5 MO RMEARNH 0 | Btk
BEFOBIE OBIZIEA 2 I OWT B — 7 45HE - B R TTHE /2
WENLETHD, BEHELTK- 7= LA
EWIRNL, 7TV M EH T A —2 OFE %
Tolz, i & N TREREOEENKE L, FH—
BEIZBWTE « e D=V HBEIZa »y » 5 DK T~
10 CThHo7z (XK3), e—hTryZiRESCE—T 1
T H AT E O /RT A — X Bl LR, %4 D
E— 7 WRE X —BRICHN - B L TR0 BUE I H AT
STEEITRD bR o7 (K 4, 5), BEFHO S
Z EiF 5 & MSEEIIK 9523, Jitid 0.4mL/min T 5
B RO SEENFREL 720, /I V= FERFIET & B
= U 62% N IKETHh -7 (M 6), £/~ BEFHOT
T b= MU VRE L & O ITEEN T DM AT 5
Nz, REHREOEAREE 5ul £ TS LR, ©
— 7R BRSO R W a~ RS LR, (K7)

A OBFT O R, Wk 0.4mL, EAESuL, /T
Yk 62—72% (0-20min). B— k7w oy 7R
375°C. H A 7.5L/min M T2 & L L7, (£ 3)

F& 3 LC-MS/MS BIE &4

L }

LC-MS/MSRIE

2 EESHIA—

£2 EGRBOMR (H26. 10-H27. 1 {FH)

AR No| mEAN-mE | G| EROEER | oge

ENEEINI A 28.2 1.3 A

hEEE T 16.0 25 ABE

(&N S|P ERIAE 243 2.3 AR

ATTEIL R 68.2 14.1 2Lk

5| EE)I  #HEPE 55.6 113 Tk

6|l 7kPq 25.3 1.2 AR

1E%HHE) SEE 44.7 52 HHED

| 8lEKII _ K#iE 32.7 3.3 AR

BRI +HFHE 28.4 2.1 A8E

|_10|B&E8)I1  &RIRiE 26.1 2.5 HE

| E®R)I FEEHE 26.4 1.2 AR

|_12[3mil AE 25.1 1.8 ARED

NEEEN | _A3(8BN FHE 57.9 9.9 2Lk

(RND | 14EEN  HERE 235 15 AR

15|/ EAXAE 26.5 1.7 AR

16[7R@II AT 26.4 3.2 ARED

17EBN  EE# 23.2 2.9 A

18|\ Il 5KF§ 64.5 124 LIk

19|RGE)I  HEEHE 255 1.3 B

| 20BN Kim 41.2 4.1 Tk

21| KHRIII KR 23.4 1.6 ARED

22|22 KM 28.4 40 FE

| 23|ED)Il =818 244 03 ARED

24| KDF)I ADHFE 23.4 2.1 AR

ED)I- 2511 ADHFE 24.1 1.8 AR
HoON | 26 ZHD)I Kk GERFA) | GREFE) (RERFRA)

27[#p0)I 24 25.6 1.5 ARE

28[FD O JRithEEE 32.7 3.8 AR

HJI 29|EJII B 21.3 1.7 A8EY

30/4LJ11 FE KA 23.6 2.6 A

Eh-m_sEBI Kin 61.2 10.8 2Lk

32|m)I S 30.0 3.1 ARED

HPLC

Column CELI L-column2 ODS
2. 1mmXx150mmx2pm

Mobile phase A :H20
B:CH3CN

Flow rate 400pL/min

Column oven temp  40°C

Injection volume 5ulL

Gradient condition

0 — 20 min A:B=38-28:62—72
20 — 20.2min A:B=28— 0:72—100
20.2— 21.6min A: B = 0:100
21.6— 21.8min A : B= 0—28:100—72

21.8— 25 min A:B= 2872
MS/MS
Tonization ESI
Polarity mode negative
Scan type MRM
DL temp 250°C
Heater temp 375°C
Nebulizer gas 3 L/h
Heater gas 7.5 L/min

L man oo aos maaad

e manems mma mosmasmed mespem mee e s o

3 HBCD EMiAE—H (a~e¢)
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AT AR BRERTIE o 7 — 4R

3. 1.

BidE DAL BR B FE R

KUEL N2 D,

x4 ETETREOFEH

2 RHETRE

0.5ng/mL OIEAERAVEIR OV K LHITEIC X 0 B
Lo E o TIRME (IDL) 2% 4 1237,
DR TR IR L T 0.13~0.22 ng/mL TH 0 B
FARE A DL LT h 2

13 % (2014)

a~y &

o -HBCD B-HBCD ¥ -HBCD
EANBIEE (ng/mlL) 0.5 0.5 05
EAE(pL) 5 5 5
HIE(ET (ng/mL) 0.576 0.581 0518
BIEE2 (ng/mL) 0511 0.560 0.554
HIE(ES (ng/mL) 0.530 0.603 0.646
BIEfE4 (ng/mL) 0.620 0.643 0513
HBIE(ES (ng/mL) 0.534 0.629 0.535
HIEE6 (ng/mL) 0.532 0.570 0.624
BIENET (ng/ml) 0.589 0.632 0.618
1B (ng/mL) 0.556 0.603 0573
ZERFZE (ng/mL) 0.039 0.033 0.055
IDL(ng/mL) 0.153 0.128 0.215
1QL(ng/mL) 0.395 0.330 0.554
CV(%) 7.1 5.5 9.7

IDL=t(n-1,0.05) X 0 ;

1QL=10% 0,

1X2

120,000
100,000 —e—-HBCD
80,000 /K ——*\‘ = B-HBCD
= -HBCD
60,000
40,000
20,000 =
[
—n
0 L/min)
7.0 75 8.0 85 9.0 95 100

5 E—T A VT HRREBICLHRELTE

T T R

.| 75T o | J |
= .'l\lrll LN }lﬂ =

A T A

3. 1. 3 HmMEUEEEER

JEE RO RN R AL 2 3 5 IR T, Ko
B 2.0g (-, B-. y- HBCD & T ND) 24 HBiE(K
50ng Z RN L., AR OEEATLEEICC ASE fiil - 2
MrafL B 247 - 7=,

& B DL E L 26.5~27.8nglg. KRR
102.5% TH 0, HERELY 6~11%mEH Th > 7273,
MO BWEBM PR TE -,

x5 EFFHAMAMEUGHERIER (K 28

.)'\a"-_ .JllL
- @-HBCD B-HBCD y-HBCD
HERE (ng/g) 25 25 25
f\ | FAE(pL) 5 5 5
: — Mo A BIZEMET (ng/g) 26.39 26.56 26.94
et dohy vt BIFEE2 (ng/g) 26.82 26.54 28.42
— e —— BIEES (ng/g) 26.74 26.76 27.90
l BIEEL (ng/g) 26.00 26.11 2767
e i et m— SBIEES (ne/g) 27.82 26.52 28.17
K6 45 Ty hoBEss T (ng/g) 26.75 26.50 27.82
ZERE (ng/g) 0.681 0.239 0.567
I — 30 (ng/g) 2.65 0.929 2.20
ol s CV(%) 2.5 0.9 2.0
] f '
2 3. 2 GANIKFAERR
/ T 26 4 10 A 124K L7 4@ A 20 17)1] 31 o
% th |i,*1 TR O\ o I TF R O 7= b KMl %538 L7z #k

|

=8N

————————————y———————,

L ———————

17 EABELE—IBK

. y-HBCD 2 19 #ii T sz (€6, M8, %
DH 6 3 (RHI, BRI, I CTEREEA Dby
Y)EBREE EE IR R (H23) 70 vy -HBCD & K1l
(65ng/L) %2 DIENHER I, FHEH 90ng/L,
320ng/L. 890ng/L T&H ~7=, BV OTRY
— 72 T2 M HBCD & [FER 89C, vy K28 8 HILL E%&
B, WNTalk, BERDIETH -7, THEM HBCD 12
FERLTOVRN S ¢ (RITEHATRRIETH o 72,



x6

ANIKERAERR

x1 EHRERR

xn [no| mmanws | guEeo | pueo [ puen | HERL
1| BB FRER (ND) (ND) 0.92 — - | -
AEEEN 2ABHI 245 (ND) (ND) (ND) — — —
(@& s{rrENl AR 0.19 (ND), 0.41 - -1-
AlFTEN RiE 0.30 0.20 4.2 0.06 | 0.04 | 0.89
5| ) HERE X 2.8 12 90 0.03 [ 001 | 0.96
(521l 7K 0.39 (ND) 1.1 — - | =
1|EHH ERE (ND) (ND), (ND) o i
8[i%KIIl KHHE 0.39 (ND) 1.9 — - | =
IELIN  EHFIE 0.21 (ND) 15 - - | =
10[BEER)II RIRIE X 11 3.2 320 0.03 | 001|096
N|ERI - EHE 0.87 0.49 5.9 0.12 | 007 | 081
12|31 mE % 170 55 890 0.15 | 005 | 0.80
NEEEN | 13|EBN FE 0.99 0.44 11 0.08 [ 0.03 | 0.89
(TR |14l HERE (ND) (ND) (ND)) - =1-=
15|78 RKAE 0.28 (ND) 0.72 — — -
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X7 =2 KBEH S IR DITNT A X ZAMET — 4% % H
WO U 7o, AZBIZANTRE 2EmITA 5D 08, R
SEETCIE 10m/s B2 5T — X137l IFEAEN
5m/s UL FCTH o7,
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Ry 70— 12V

M3 RmMAOREBHBREER
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R BIRCIL T 15 S, — o s . o
AUIUERTE LA, 2 2 IR 2mis Ao % £ AR (m/s) wREZW)

ok UCERE RS A ST 5 & 1.6 mis Th Y, AR 10 100
BRCHWZ ) S EE TER 1kW O AT LaiE Lz E 8 80 __
A OEMBE TR 210 kWh L2 25, ZOFER T 6 . | 60 =
BIXERHANRFE CRES AT OB, VRS FEIT 2, ) i 20 g
KB HFEEDK 20%BREDIER LNPRIADRN L& b 8
FLTW3, ERICEDRERMERET 25413, W £2 al I 20
it 2 BB BB 2 2 7= 0 B3 T O R BB o M i L LI
SHIZELT D LR TSNS, 3/28 4/3 4/10 4/17
Date
4. Fcd 7 BETHRARLREEOREEL
IR B O B ALY BB CIE, KB E T I — 1% 2
)7 RE SRR & WA E DR ABRE ) A8 TLIASH 2 728, /AU . -
HRABERB IR B A TRELD RSB Z LAVRES 20 a— ¢
?h/f:o E “. * ¢
ST ARBR A N L 7RI 510 T 2018 4F 11 P o % & . :Lf‘x“*
Fn &k 500kW 0 KB I3 EFT 483G L T 5, 210 o 4 o, 80
A [8] O B 2 O B S D AR JE B IE 475,000 a . v 03 %o
kWh &5l S i, sEEfh% 2 40 F/kWh &9 1,900 5 toet
F I OERUILAIC B, RERTIIH 2 (50 Th 5 7= o <
MUCITH 11 4F CRIBEEIC & 2 EHEIC 2 5%, BRI 0 ) A 6 8 10
SEVERIC & BFTERES DK FOMFHE I o 2 || HERR Wind Speed (m/s)
BHOSHEEEX D BENDD, L, EEICREL
T KBRS R TR L= b O L 0 b EtETH 8 BETHEEEXEEOERK
D, RT—arFya FoOERSELEL BB AN
IR DS BRI ARBIC L A BER LY HEL 8
LEZ DN, FEHITER 12 M TORMEEZ RALT y=0205,5 ¢
W5, 6 R*=0.537
VA B M C D KB FE AR I . S T S BRI 72 IR 7 2
M E A ATRE S R LR —RAERE T E B o o B 54 | *
OFISTEF T | SIS E EICHER R S5 & 3 o0
W BRI A Y v MR B, 127 L, REICHD R 2 o .
SR RIS & 0 RE RIS SR AT S AL H 0 | AAi&’KVi"
BIZHAE, RS0 Y R 2 ZIEET 5 7= O AR & i 0 e | . |
HTUVA, 0 1 2 3 4 5 6
Wind Speed (m/s)
B B 9 AMTHEAZRLONTHRER
AWFZIE, FERIBIRIE B T RE R (2R ko 5 -

TEHE & 2242 7 B MR O 72 8D O B &AL 53385 0 53 W 3TATG &
FeAiBazE) o —Bg & U CIHE L7z, RS2\ Wz [E
BRI IR T IRIG BR - eI & o & — BEE i (E AL
WGIIFZEE D ITHIEAE K @M A TENER ., AEE
FEEMATER ., BRHKPE T2 O FRN — R, £+
LT, B A e 72 & E L2 BRE O 5 2 ICER#H Fasal o
ELET, i p—

iy
wn

Wind Speed (m/s)
[
[}

8.4 T e

A L 0 0 A
% 20&315«1 1013]1f 1013[9’3 1033"'1]3 10&&[“3
SE 3R i
1) http://www.jpea.gr.jp/knowledge/whynow/index.html, 10 EBETEHREOREZLEL

(CERk 2746 J1 10 HR'E)
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Quantitative Analysis of 4-Nonylphenol in River Water by GC/MS/MS

Ryou MATSUI

1. IZL®IZ

J =7/ —/ (4NP) [, 20124 8 Az [BEikE
AIENCIES S KEIEE AR DBRELRE] 0o B, [KAEE
WMRABEEFEE | OIE BB S 7z, ZAUZEI LT 2012
8 A 22 A, BEHMR 127 5% 11 IR &N D 4-NP
SHHETIE, WA a~ N7 T 7 4 —EEyH (GC-MS)
ERRAENZL D0, 4-NP @ 13 BMEADO ©— 7 fiH
NHEELWY, 22T, AWFFETIE, b U FL PR S 2
rsua< b7 7 7EESH (GC-MS/MS) E&MH LT
Wrd 5 hiEzEmat Lo THliET 5,

2. EBAZE

2. 1 HENRESE

AR 7 o — %X 11287,

ATALEHERVE(C B0 DM 1000 f5 & Lz, E£7=, 7V
— 2T v TR T o T, LA OB EE L
EORAE 1L I 72,

2. 2 HE

4-NP [Z#Ej 1, 100 mg/L (AL LT) 78 R
WCTHD /=7 =/ —)VIRKIKR FEMSETE B, 8B
BorArH) . 4-NP Y1 57— MEKIZ, 10 mg/L 7 & ~ %
WTHDH 4- (3,6 AF)NN-3-~TF)) 7= /) —/L-13Cg
FEvER (BAAb T (BR) . BREEAHT D) . 4-NP PERHER (v
U PANRAL VIR X, 4n-/ =7 = ) —)-2 3, 5,
6-dfEHES (RIS (BF) . BT &2 M-,
eI, EYER % 0.05, 0.1, 0.2, 0.4, 1, 2.5 mg/L
AR L= 41812 0.5 mLIZ 4-NP Y1 7 — MRk 10 u L
L 4-NP WAEHERR 10 u L 22 nEiminiizd o a2 H
L7z,

2. 3 GC-MS/MS H#réets

GC-MS/MS I3 Agilent Technologies 7000C % V>, %
FEOGE=4Y 7 (MRM) €— RCHIE L7z, W&
HaR1ITTRT,

2. 4 GC-MS/MSE=H—AFH>
IONTICHER LIzt =— A A %2R 21577,

2. 5 BMEESEOS T
BTN 0.32 1 g/l (5 4-NP JRRE) OREEEERE 4 |
WOk L7 MRM E— R COHr L7,

2. 6 AIIKERHEOST
B 3 2\ N K D FEEREHZ DT M 3% S Tl
{t. L7z MRM &— R THOHr L7=,

1 GC-MS/MS 74 s

system :  GC-MS/MS Agilent Technologies 7000C
Column : V—zAHh AR (fR) f
Inert Cap® 5MS/NP ProGuard
(0.25 mm, I.D.X30 m, df=0.25 um.
H—FHTLEE 2m)
Col. Temp :  50°C (1 min. hold) - 8C/min. - 280°C
Carrier Gas : He 1.2 mL/min. (Constant Flow)
Injection :  Splitless 1 min., 280°C
Detection : MS MRM
Interface Temp. :  280°C
Injection Vol. : 2 nL
ion source :  280°C

=2 GC-MS/MSE=HR—AAL

Lams [N IV covvvar
4

(Target) (Qual.)

4-NPO1 121 —> 77 121 —> 113
4-NP02 135 —> 107 135 —> 77
4-NP03 135 —> 107 135 —> 77
4-NP04 149 —> 107 149 —> 55
4-NP05 135 —> 107 135 —> 77
4-NP06 149 —> 107 149 —> 55
4-NP07 135 —> 107 135 —> 77
4-NP08 163 —> 107 163 —> 121
4-NP09 149 —> 107 149 —> 55
4-NP10 163 —> 107 163 —> 121
4-NP11 135 —> 107 135 —> 77
4-NP12 191 —> 121 191 —> 107
4-NP13 149 —> 107 149 —> 55
Surr. 155 —> 113 155 —> 127
I.S. 111 —> 80 224 —> 111

fii#% 4-NP01~13 (. 4-NP O WIE{AE 5434

3. MRBLUBE

3. 1 EBHNREHHOSHESR

5 DMV IR LApHT OSSR, BREM & [FIfE T b % V- HAfE
0.32 ug/L (] 4-NPRIE) 2157, 2O & bIEEY)
BaamR U BN O W, BEO R WA R 2555
ZEDMER S T,

3. 2 HAJIKERHDOTHHER

ek (GC-MS ) THIZOWHEE 0.84 ug/L okt L
T. GC-MS/MS #®» MRM £— RFTHRIETH %
0.84 ug/L&17-,

ZOFEFRIL, FEEHZOWT B GC-MS/MS ENERIC
BUIDAEEELERAEOEHEEEZFTH 2R LTS,
F72. 4NP O 12 FH O RMEE (4-NP12) o7 v~ |k
7'Z BZHOWT GC-MS #: & GC-MS/MS i & Dtk 2 4
21”7, E— 7O L 4-NP12 B — 7 [30Ek1E &
T GC-MS/MS D F A, BEIC/EfcE Tnb Z &



4. ¥&O

JIKEED 4-NP 3Hricis 0T, GC-MS/MS 151X, 7
V=27 v TEREEER L TH, IERIETH D GC-MS 14
ERIBFDOREDORNI 2 FHT L2 LN TE T, 202
LMD GC-MS/MS 1EDOH HME R TE 72,

R ARG o 7 — i 13 E (2014)

SE X

1) BRESBEEERTT . N A NEMET A7 o< b
77 7 ERSHTENE BWTZWIKb D ) = v T = ) —
IV D E R 3 M, SHIMADZU Application News,
No.M269, 2014

## 500 mL aAvFaa=vy
Tmol/L HCl %) 150 u L T pH3.5 ICH % CHsCOCH; 10 mL

<—— 10 mg/L 4- Npﬂu'r—_h

DK THE LY 7\3% EHE?J PN 1E7K

GL Sciences

€<— H,O 10 mL

InertSep® PLS-3

Bt 7K
30 sec. % 5|

[€—— (3000 rpm  20min.i& i %

praas]
€—— CH:COCHs 4 mL

[€—— N ff

[€—— BHARDA > TV BEE
EHRWA

[€—— CeHiu 05MLET

CHsCOCH: A #9 0.2 mL [TH 2 1=

% CeHis 3~4mL THELY,

> B
€ 30 min.N,/8S— +% 3| (#i# 1000 mL/min.)

+ CeHia 1 mL

TORBEBHEEEDE B

10 mg/L ¥y Y PRINA4 Y 10pL

GC-MS/MS

= s
1 FrLEIoO—
intensity 10#:17 m/2:107.00 + MRM (191.6 -> 121.0}
T T X ST L x104
' Htamne:4-NP12 A 4
R
ARIEPSA:19.962 3
f: 2882
SR -~ 2 ‘
|, JBE:0.0179mo/L 1 19.243 min
' o
# m/z it A% 19 195
1 191.00 1077 37.37 BT ESRS (min)
5000 ;‘
g} + MRM (1350 -> 77.0;
H < %10 19.163 min
a2
R s
5
44749801 min

GC-MS
SIME— K

X2 4-NP12 DfERE (E) &£ GC-NMS/NS% () @y Bav bI 34

3

1
[

188 19 192 194
RIEEFR (min)

GC-MS/MS
MRM € — K
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Consideration on Reduction of Reference Blank in LAS Analysis of Environmental Water

Kenji OGINO
1. FLBIC fj.b BEAE Shi k XR-Phenyl/3.0 1 m/2.0 x 100
7 im-pac - eny. . um/2.0 X mm
. AR 0 uL (EFTH) « 1 p L (EAAHHH)
HIHT VTR AR R OV O (LAS) 1. gﬁﬁ é.SlIlnL/m[i—n P
IR O—FETH 0 | EBHB L OFEHTER, i 717 LRI d0°C
Pt TOBED S EHNEITHN BB D, KEEMDE gggg ggf?éﬁfM*M7V%:7A
BICKREERETRBENR DD & LT, 2013 SENDHT o iam a
WCKRAAMBERTER & L CREERBENARESINT-HEA B (59 0 2.50 2.51 6.50 6.51
“@%60 A (%) 40 20 0 0 40
LAS SHHZBY 29ME7 7 o fEindafi e mp s rix Do 9 Sl negative 100 60
%< OOWHERN B SN TRY 2, ¥t ¥ —TLAS
BHEER LT E 25 BET T 7 ERBVEISRSD 20 om g
Nz, ZOFERE LT, FEMh L EEC W 2 st Q1 (m/z) Q3 (/) CE V)
WZPEAIE D LAS DM E7AF L, 5% LTV D AlREMED CSLAS (LS. 269 183 35
%_jz‘_ Foj/w":o C10-LAS 297 183 32
Z 2 TR T, IR BI Ao s S x— Gl o o o
va VIREUEE (BUF, TEMEHEE] &vwo,) 285 c13-Las 339 183 37
L7z, S HICHRARZRME L LT, Bt ez Ty C14LAS 353 183 40
WK AT AR ICE 28 AT 5 0705 (BLF, TEHTS : :
RERIE) L1 9, KoL TbRELEpTEALORE | T va=rs |
;E;&%j—éo InertSep C18-ENV 500 mg
A4/ —) 10 mL
2 ;ﬁﬁ% v K 10 mL
| 5 || 5
EERIA 7 o~ K7 F 71X Nexera, Z 7 NEESHT Bk 200 mL E 771
FHE LCMS8050 (& Iz FEB/Eprid) 2 M iz, #asy BEANI EEREL 200 mL
WtEaR 112, E=H—A A 2£ 2 IR, £2I1TB \ 4
| i ¥ K |

7% C10-LAS L7 L LR #FEFD 10 D LAS 205
LCHY ., AECixmEdEy g (1.S.) & LT C8LAS
v,

2. 1 EREEHE

AR A ORI 7 v — & X 11277, BRIV
SRR (40 CREEE) . 7B Mo A FZ /— LDl
WCHES L= b OB Lz, BKIEHKICH~T LAS ©
REEVEDN BN TZ 9 ZhRICIEVWE T o N TE D L
B2 CURETASE Y UCE®RE L, Py IS i o Rk
HFllfl ) Z LN TE D ARG OB EHH Lz,
AEHIEMAKZ VT, B A2 A % ) — L OB TG L
THET T v 7 3B E DT L CTIT WO, IRKPES O R 2 T
Tz, FBEERERE A RIET D 2 2L, [EfEi
HIVEDIZHENE 2 TR LTz,

2. 2 EfTHRERE

BT HRBIEOFEE 7 0 —% X 2 127 T, 2. 1 TR
U 7= [E AR 0 3 T O 72 BE i Rk & TR — o 3k &
ETHZ LIk, EIHEBREOEHEMELZTML. &5
W FE R A ORE R & i U7,

y

WiE 20 mL/min

ik |

y

W5l - RN ARE AT 2 min

st |

y

A4 ) —/ 5mL

B |

y

EFRAATO03mLET

EA |

y

1.S. 1 mg/L50 1L
TEh=MiEBHiK (65/35) 1 mL

BEAEFERRE 950 1 L
1.S.1mg/L50 »L

| LoeMsMs#E | | LC-MS/MS lE
X1 ELEIA— X2 miREIA—
(EF8 48 %) (EFTHHERE)



3. BRBLUER

3. 1 EREEHE

WM ZEAK, T2 P BLOA Y ) — L THE LT
Fh L7 7 v 7 B ORER AR 1LY,

ARREHTIET THEM LI BET T v 7 3B (A% 7 —
VD BT K DEEMVER) Tt C10-LAS, C11-LAS,
C12-LAS. C13-LAS B L' C14-LAS ®Fn (3 LAS) T
0.44 p g/L O @A SHL7203 AREOfE R Tl ry
1% 0.027 pg/L &80 #2050 1 ETIERTF L ER Y
PR 12 IR SN D ERTRIE 0.1 pwg/l & FRI-7Z, Z
FUTIEAITIR T3y LAS ORI LD . SRS
DURIKDIDIATHER AT LTIz LAS IR E L7
O EEZ B BAKIZ K DM OB SRR THDL Z L
NRENT,

BERN R SR B O FE B 2 3 4 (RT3, 72 e il % 5%
EE TR L2 EEEE L LTtk L=, #F LAS ofEi
JEIE 94% & 720 | EFMHE T EEE O SO aiiETH
B LEDWHERTE 2, LvLR2Y S C14-LAS OfFHEE X
70% & OFRIFRAR & B TR . Z4uiE C14-LAS 2Bk
PEDNE N2 HHEREIC W20 T 2 ge AR D155 LT-
ZkickareEIzLNS,

®3 BEISVIOHRBRER

AT RN v 7 — 4l F5 138 (2014)

3. 2 EITLREZE

BT HRERIEIC K 2 BB BB S R A2 £ 5 TR
F, EATHREBREDE LAS OE 1L 93% & &< . [HHH
HHEEOREEIIER 4 L) 4% Tho-2 bbb, K
FIHRBIE T EF S ERAEORRENGE LD Z &M
Fhol, L LR GEFTHEERETEH C14-LAS OfF
FEEE T O FRIR & bl U TR < . ZAUREIT HakBrik T
WY P NARIEDK TH B2, BAMEDE VW C14-LAS
WA A oAb Lisho oz b E2 b,

x5 BIAIREFEMARER (BT5HBE)

LAS B (ug/l)
n=3 C10 C11 C12 C13 Cl4 Al

BEFEE EE 0.65 1.8 1.7 0.85  0.40 5.4

100%  88% 89%  80% 93%

LAS B (ng/L)

C10 C11 C12 C13 Cl14 7t
n=1 0.001  0.008  0.012  0.010  <0.0002  0.031
n=2 0.001  0.008  0.013  0.010  <0.0002 0.032
n=3 0.001  0.008  0.009  0.008  <0.0002 0.026
n=4 0.001  0.006  0.009  0.007  <0.0002  0.022
¥ 0.001 0.007 0.011 0.009  <0.0002  0.027
RSD 16% 15% 20% 18% - 18%

x4 BRMRESMARGR (EEHEHE

LAS #% (ug/L)

n=3 C10 C11 C12 C13 Cl4 B
BERNRREE RROEME 0.65 1.8 1.7 0.85  0.40 5.4
WEM  0.68 1.7 1.6 0.76 0.28 5.1

AR

1EHERE 105% 95% 95% 89%  70%  94%

4. FEOD

EARFR R, B BRES R KR K 0 SR E R TIR
LU & THRIEY 7 o 7 2 KBk 2 Z LISk LT,
£, BEITOREBRIAZ, BEEHE S FEORRMELH
5T & aRERR LTz, T O EITATLE RIS & 2 M7 e
B ZENTE, a2 Ix—va YOEBIEHH S
NLZEMbAEMTHLEZEALNI,
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1) BREEA ALFEWE 7 7 7 hi— b 2011 4R (2012)
2) BRELE TRk 25 - EEBR BT E Sy AT R — i R PR AR
H ORfR) ,110 (2014)

3) i x ARBRAL Tt PR A VEAI ORI >V TR F
FhE R F A 52,33-38 (2012)

4) BRBEA : BREETA SR 30 5,13 (2013)





