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Tables

Table-1 HEKHOEBRYERE [(ASCPECHE)

Table-2 BREREER [(ASrPETid

Table-3 Calculation table for recovery‘ and blank test

(analysis of test water)

Table-4 Calculation table for analysis of test water (Level 1)

Table-5 Calculation table for analysis of test water (Level 2)

Table-6 Calculation table for recovery and blank test

(analysis of test fish) -

Table-7 Calculation table for analysis of test fish (Level 1)

Table-8 Calculation table for analysis of test fish (Level 2)

Table-9 Calculation table for analysis of test fish (Control)

Reference 1

Analytical results of dilution water
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Figures
Fig.1

Fig.2

Fig3
Fig.4-1

Fig.4-2
Fig.5

Fig.6
Fig.7

Fig.8
Fig.9
Fig.10
Fig.11
Fig.12
Fig.13-1
Fig.13-2

Reference 2
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Correlation between exposure period and bioconcentration factor

(Level 1)

Correlation between exposure period and bioconcentration factor
(Level 2)

Concentration-mortality curve

Chromatograms of LC-MS/MS analysis for calibration curve
(analysis of test item)

Calibration curve of test item

Chromatograms of LC-MS/MS analysis for recovery and blank test
(analysis of test water)

Chromatograms of LC-MS/MS analysis for test water
Chromatograms of LC-MS/MS analysis for recovery and blank test
(analysis of test fish)

Chromatograms of LC-MS/MS analysis for test fish (Level 1)
Chromatograms of LC-MS/MS analysis for test fish (Level 2)
Chromatograms of LC-MS/MS analysis for test fish (Control)
Mass spectrum of test item

Mass/Mass spectrum of test item

IR spectrum of test item measured before experimental start

IR spectrurh of test item measured after experimental completion

IR spectrum supplied by sponsor
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A X TEEREH
(T566-8585) KERAFIEETHE —EE 1-1

MEEANMEEDE LM FoE AR KEER
(T839-0801) FEBMBRAEXTE /=T B2& 7%

13F-AcOH®D 2 A {21 T DIEFEIEDRBREIZODWTHRZ1E 5,

AHEBRIILUT ORBREICHE > TITo 7,

(1) THFRICEDEEZEIRDIBRBROFEICONWT)  (FRISE
118218, ER&FEFE11210025, FK1s-11-1BREFE2E
BRIREFEF0311210025) IZHRET D (RMEDOERNIZEIT S
{LFYE DRFEERR)

(2) ' OECD Guidelines for Testing of Chemicals ] (ZE ® 5
"Bioconcentration : Flow-through Fish Test (Guideline 305, June 14,
1996)"

AREBIIUTOEELER LT,

() FHRIEEDESIHROIBREERT>RABRERICETS
E¥IZHONT) (FRRISEIIA218, BERFEF11210035,
F1s5-11-17T8EE3IE. RIEEFREF0311210045) IZHE
T3 [FRIEFWESIRORR 2 EET SRR 3
) |

(2) TOECD Principles of Good Laboratory Practice] (November 26,
1997)
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HAREZ REATBIIANERE., (LFHEOFERVRESORHICRET
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WREEICRE L CIRBREFE L BB LRET S,
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AT F HRHEE, RRERE. $ROEFER. tOMSERERER
RKCBEEL I, (EBEBIGFEIES LU IIFEIR, FI5E0252E, F3IEEL
IXEESIR, FSHRDAFEIR, FAERFE2EIUIESRDIF2HOHEI L DiBME
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RERDRRE

13F-AcOHD a A |2 31T A IEHE Bt Ea

RB &M
BEEMRR

ft ® A EASH

o HCESR 96RER

I BE FAEK QaEREITHAK)

Tt ] A& a4
HBRRE FUBEX 20 pgL
EAREX 2 pg/L
1< B I
< EHE BT A
5y ¥ 5 I ks~ NS T 7 4 —— 2T LEBRSWTIE

o B R

96FFRILCSOME >3.00mg/L

B e = BUREX 1L.1fELLTF
EAREEX 12 fELAF
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. HEBME

FHEFITBVTI3F-AcOHIE, ROAHEEZHTHLDLETD,

1.1 4 77
3,3,4,4,5,5,6,6,7,7888-h YT oA AT X B

12 #ERXE"

o =
CF3CF2CF2CF2CF2CF2CH2-%—OH
0
45 F X CsHsF1:On
5 F B 378.09

1 RRETERBENI L,
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2. R #

21 #IEERVoy FEET

it B F A X TEERESH
oy hEE S6X01
22 "
HwEBRYME 99.4%
X # B REARS  0.6%

BRI E I IREEI00% & LT D -7,

23 #HEBRMEOWR
RBREFAERBEORARNANR Y bV EABKRBERFROYKAUE RS bn
—ET 5 L &R L7z (Fig13. Reference 28H) ,

24 HEACFRIER
FRIZBI MK aeEs"

% OfROEE DAFLANLFEF R AR
7 kv A
X ' 114mg/L. 25°C) (75 R k)

(SBEBRIET —5)

*1 REBRETZFRHEERNC LS,

2.5 REFMRETRESRET TOREMHERS

1B & EIRRTTRTE
L EMEREDR EBRFARTR O T HICERWE ORI A 22 kL

BIELEER. AN MUET—H L, #E&ETTE
ETHdI 2R LE (Fig138R8) ,

26 BREBREMT COLEEM ,
ERBWBANIC FERE 2TV, RBREG T CEETHDZ L 2R L,
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3. BRMEERROER

31 RER 5
[THRPKRBFE, ARICL22MEEREER (ISK0102-1998 @ 71.) DOFik
ICHELTITo 7,
32 # ® A
) A& &
t A&7 Oryzias latipes
R B af ERBREWENEPLTREY, #HEAL LTAFLEVED,

Q# B &
MEBEANMeEDEH A TS A KEER
((ERFT  T839-0801 WEHRRAEXKME/B=TR2%&75)
HEAZAR  2006%12H28H

3) Uw A L&

HMHE%E HARBDOZARIZBERBEEZ L TEEDOHDBLOEREL,
U AALKE~IRA LI 2 EE L, Z0%, KiR25+27C
DOFARETSSBRICwA b LTz, TOHMBEDH D HOIIE
ELiz, BEEN L TEBRE2ER L%, FIREOHARET
45AEI Cw A L LTz,

X w®w Uw AJLKE~IRA LT, KEAOTC (EREA X7 744
7 UY) Somg/L&3BIbT B U U A6g/LODIRE IR & 24RF ] EHE
L7, BEEEAI L T, /KEMOTC SOmg/L & (kT b U & A6g/L
DIRE IR 5 245 M L7z, '

4) & =
¥ 0.26g

QS &
¥ 3.1lem

(6) REZMERRER
F—r v b (TFO-061228) DHERAIC L 2 EHEYHPCP-Na [ ¥/ unr=x
= N Y U s BE BRI THER] D48RHILCS0MEIX0.668mg/L THh o7,
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33 REBAK

(1) & 35
INBR KRR E PN CHK L7 T K

QKEHR
HEBAAKDOKEIZDOWTI2007E1829BICEHAK L. MEEIToERE
Reference 11ZRT, REBRAKILUTFICRTEEDOVTANCEES LTSI L%
R L7,
O TKEEICESAEERE) (FRISFESAANRE BEFBHERFE01F)
@ T[OECD Guidelines for Testing of Chemicalsj "Fish, Early-life Stage Toxicity Test
" (Guideline 210, July 17, 1992)"
® MKEMKEYE) GEHEABARKERRFERDS BMS8E3A)
@ [KEBBIHRIEREE) (FRIIF2ANBUE REFETRE4S)
® TOECD Guidelines for Testing of Chemicals| "Bioconcentration : Flow-through Fish
Test (Guideline 305, June 14, 1996)"

34 JRIERRNE

M & ' Al
2-A pXHF )—)b

QBB E
HRRE22-A P Xz ¥ ) —VIER LT, IWBRWHERE & L T2000mg/LOD
R ERE LT,

35 RE &M

()R B RE
3.00mg/L R U HRIX

(2) R BR K &
AN T ABKE

ORBREE
ALIREX
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@ gt R A
102/BERX
G REBREE
i3 < BERALERT 24.5°C
HAKE 25.0°C
(6) BIFBERIBE
X < EEBRLARE 8.3mg/L
KRN 7.9mg/L
(MpH
X< EERRLART 8.2
KA 8.3

(8) X< EBHAR
96RFH]

) < BHIE
e bk (Q4BERIEITHAK)

(o) iE - &
T BT ERL T L—3 U &{To T,

36 HREROEMR
E B B To7 ko =EB
HEEREH 20074 48 9B ~ 20074 4A13H

3.7 96EFRALCSOEDE H
Doudoroffi: T{To 77,

38 RBER
HEERE DIGRERILCSOME >3.00mgL” (Fig3& )

¥ ZOBOERLEZAEE Q-2 bXixF ) —)) OREE, £91500mg/L &
R FOSEBOICEERLCSOHEN15500mg/LTH D T b, SEAID
EMORBYER L TINULOERECRRIITOAEN- T,
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4. BREERBROER
41 #t R A&

(D) & &
=4 Cyprinus carpio
BIREH BECHMRLDESHEZEEBTHZHORVKE EBRHFNFTN
' =8,

@t B R
MEEMCEDE MRS ABKERR
({EPT T839-0801 wBMERARBKNE /E=TH2%&75)
X AaDSLE 200645 98 3H
LwAftBsA 20074 185238

(3) Uw A &M

BHE ZAERVEERE TRBRAY A XL TERE. U A bk~
WALTEE L, £0%, KR2SE2CERBDORAKET
48EEICLwA L LT, EDORBREDH D bDIIRELT, BE
B L TRBRAE~B L, By Lz, £0%, RIBREOTK
WEET34BM CwA b LT, _

- L @ ALK TIIAZEROTC S0mg/L & kT MY & ATgLD
REFESEUEMER L, BBRAETITT /L N—2 220mg/L
(LT B Y U ATy LIRS TS % 2405 EHE L7z,

4 £ &
7.0~8.7cm

G)ya v b
TFC-070123

(6) & fEn
Epg
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(7) £8 ¥t
B B, a A AT R AR SR
Mo O ABEEE  43.0%LE
JEEE& 3.0%LL
® & T A XERE RSt
*REET R HERAEEOKRWEYES 1826 ((RAZIENZE DT, )
Wi ChafE LT,
72 L, RO EERAREEITRIE Z D7z,
42 HEB A K
3.31Z[[ L,

43 HBRRURESRMH

(1) RBKHARTT 5
N KBTI HKTERE 2 AV THHE LTz,

Q) KB K&
TOLEH 7 A B KHE

GYRBRAE ‘
JF%0.02mL/ 453 B ORRER A 7K 1000mL/43 DFIE T1440L/ B % RERAREIZHE L7,

@) Bigs v
ILE#E T 7 AR A
RWHEE 1B A

OARBRBRE
FIREKX 24.6~25.0C
F2REKX 24.6~25.0°C
x B K 24.7~25.0°C
(6) BIFEERIBE
FIRERX 8.1~8.3mg/L
F2REKX 8.1~8.3mg/L
x B KX 8.0~8.3mg/L

_10_
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(7) pH
FBIRERX 8.0~8.1
F2RERX 8.0~8.1
x B K 8.0~8.1

(8) BB Jt W [
BEEXATIC LD ATRE (14K, 1085 )

) #t R A%
FBIRUEREX 282 (SEERBALERS)
X B X 122 (FEERBAZERF)

(10) X< EELAMH
28 B E
HE : 28BETERREBIELD,

(11) E 1 % 7
TI7 haEA

44 [RIERRE

)% B A
34D(NZF L,

QBB F
FIREX
3.40((2) & FIHRIC U CHEBRMEIRE & L T1000mg/LOFREFR/BL L 7=,

F2RERX
3.40D(2) & BIKIZ L THEBRMEIRE & L T100mg/LOJRE TR L7,

*FRRIX
222X X F ) —NVERERE LT

._11_
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45 RBRE
RBERIIUTORBRYEREL Lz, R, MBXERE L,
HIEEX 20 pglL
FAREX 2 pg/L

46 BE, AERVER

(1) HRAEDEE
HRAORERES 2181228 ((kBiX1E) BRELRLE,

QREBEKE
AAVY U E—EAWTIBICIEIRIERZS& LT,

QYRR EE
T a— ) VREE AW GRIEIRIERSE L,

() WP BRI
R AV CRIERE

]

iR L7,

ol

G)pH#l E
pHEH % AWV CEBRBM I 2 BRI ERSE LTz,

(6) & w
ERPRE P, =4 Ofkit, KEEOHENEL] BICIERERSE LT,

_.12_
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47 REBARUHRADHT
HBARUCHARTPORBRHDESITIEE I o~ N T 74 —— 20T LEE
SHriE (LC-MS/MS) 12X 9 1To7=,

471 4y v E

(HRA B /K
REASITIEEL, B2REX L LI BHET. RUoHRASITE TIC1E
BRI & BRRIZIT o 72, 1E%S Y OoHREHILEE LT,

Q# H® &
HBEASITIIEL, F2RER & HIE EFMPIZSEITV., 1B 9 ORERRK
TR E L, 28 QRIED T TiTo T
BRI EBRBRLIMR UEBRK TRIZITV, 1EY Y ORRERII4RE L, 28
QEIB) IHdTHtrLic, &6, BEEEAIER L L 2R ZEMTERY
BT, 3B QEI1EH) L LT,

3 BET LS T, IBESERAEDT-ODORFERAENFSE LNV
O2RIBEE LT,

_13_
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472 SHWEEIORHMLEE

(1) REAFOHRME
REAAKED D
BIREX SmL
EREX 50mL
FEEL, LTDT7 o—X%—AZiE> TRIAEBREEZITV., EI7 o~ o5
74 ——& T LEESWE (LC-MSMS) BHEhE Lz,

Ja—RA¥—A

—EUEREEAREAK 45SmL (A RY &)
(BUREXDH)

—0.Smol/LEFBE Y -n-7FIT =7 A 0.5mL
(AAE~Ly B)

chThraw N TTT7 4" GEIT T REEER)

unticd

cEA smL (K7, ART7 5 R3)

LC-MS/MSE £}

@ HThruw bTTTOEEF
Ty TRy TTR Cis
e . A&/ =, K”® Fl10mL)
AarE  £BAL:,
WHE B AZ /-4 3mL
BHRE SHTcfE Lz,

*S  JKIEKEBRIARLME S R T L TUE LTZK,

*6  SmmoVLEEEEY -7 FNT L EZ U LEH,

_14_



Q) AP OEBEME
HEKED HHR

44820

REEIRL, UTO7o—2F— AIZfE-> CRILERIES

T, 7o~ N7 57 4 —— & T NEESTE (LC-MSMS) REHe LT,

Ja—XF—Ah
HRALTEE
RE, 2RAE
e (X EA)
AL Okks, RV bay, 255RHLLE)
o v s
- E 2~5g ‘O 4~5g (BFAHRUA)

(BFOHRURA) |[«TEr=rI 15SmL (ARXIY o &—)

—0.5SmolV/LEEEE S n-7FNT EF="U L ImL
(ARAERy M)

REARN CREUFA X (RY hay, M5
¥ (T h=FV/L 4mL)
OELBE (7000X g, 543FE)
[
B Bx
- A1 (BAERR)

CEAR 25mL (FER=RUINL, ART7FRa)

cHER 25mL (R—A ey b)

—A AWK 100mL (AR F )

—0.Smol/LEEEE S n-TFNT v E=7 A Iml
(ARERy B)

HTarET T TT 4= GHERRERD)

3]t

K" SmL (RAELy k)
CERE 10mL (AF =L ART T R3)

LC-MS/MS# £}

_15_



*7 hThrvuvw I T70OEE
oSNy TR Ci
Bt @ AZ /=, K® &10mL)
ATE  2BAWLEL
BHE BHE A¥/-—A° 4mL
IR SHTICHE Lz,
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473 HHROEOEENH :

BTLER 24T - T8 b ZLC-MS/MSREHI DN T, FROEREMIC 55 X ikl
suv I T7T74——F T DVERSPIEIZ L HERYE % 947 L=, LC-MS/MS
B ORBRMEREL, EERBERULC-MSMSRAEI D7 o~ s 75 A LTES
N — 7 WA LB L, HFIFHE LTk (Table-4, 5. Fig.6, Table-7, 8, 9.
Fig8, 9, 10&f) ,

W EEBEEH 4
# = wiks o~ ~7 77 —EEBSHET
ks v 757 Watersf$d Alliance2695 /3L — 3 EY 22—/
HENHE Micromass#{ Quattro Ultima Pt
ks o< kS &l
i) Z N L-column ODS
(15em X 2.1mml.D., {LEW'HI M FTAEHE R
H T LB E 40°C
wOBE K B (80%) AB )=
, D(20%) : /K™%
i B 0.2mL/min
T A B 10puL
EEOE &G
A4 F b i T L7 baRTL—AF L (ESD
e S G VA B F
B M BRRGE=4Y 7 (SRM)
VAN A At m/z377.1 (M-H)" (Fig.112:88)
VAL O m/z 293.0 (M-CO2, -2HF-H)™ (Fig.122:88)
A A VRERE 150°C
BB 27 MEE 400°C
a— B E 40V
Yy VavigE- 10eV

_17_
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(2) R DT
/\ﬁa‘ﬂqﬂm&%&%@ﬁﬁ%*&)571&730)#“@?’“{&0)%;@ RO X S IZiTo 7z,
HERBREH0mgZ EREICIE N &V A F ) —/VIZEAE L T1000mg/LOHKER

WEBEREFAR LI, ThEAY ) —VTHR L TI0.0myLOER M ERIK & T8l
L7z, EbiT, ZhE AL =)V 7K? (111 V/V) THRL T20.0ug/LOEHERIR
L,

(3) REMRDOIERK
QOIEHERIR OFABL & FHRICT L T10.0, 20.0 % VM40.0pg/LOIEHERR 2 AR LT,
IhBE(\)DEREFEFICES>THIT L, BoniztnEhnrsa~ 77 AED
V- EEEBREICI VREREER LT,
E— 7 EEOEETHRIL. /A XL~ EELT600 (Y EIEEo. 97pg/L)

& L7z (Figas®) ,

_18__
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474 [EINEBRKEVT 7 7R

M+ =
4.7 20RBAK R SR A SHTHRIEIC 3317 DEBRYEDEIRE S KD 5 7= . [FIY
BB FARBK R UM L& (10g) I HBRM BRI % 70 L, EUNRER 1T~ 7z,
F 70, WERWE AN A2\ ENRER A RBUK R UMD L 7= AU DV T EIN SR &
FUBIEICL D75 o RB T o 1o, AN OENRRE VT 5 o 7 REic
BT BB ERB O BREIISgE Lz, EINRBRUT S 7 RBIL. 2481050
THIEL=,

(2) & ES
(WDFELEIVRELZER, 7707807 o~ S AL, #HE8R
YEC— 7 MBI — 2 IRO ST, STEREICRIT 2425 0EINE
RUEHERFBIITRICRT LB TH Y, THEINE L HFRE S o%BmE
BEZRDODHFEOFMEME Lz (Table-3, 6, Fig.s, 728) ,

SSHTEREIC 1T B EIRE
B (HRERYE 100ngHNN)

92.3%, 94.7% Xy 93.5%
HHAST FRERYE4000ngHN)
82.0%, 86.7% X 84.3%

475 #HEAFOIEEER
SRR OERAMMBCEE 2BV T, ZaoF/Ls,/ 2% ) —)VHHEETV.
EBEESICLVBEEESEORAIEERIT- T,

_19_.
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4.7.6 HITALFORBRYMEREOEHR UVEE TR

(1) BRERA AT SREL D DR ER Y E R DB
Table-4, SORHERICHE > THE L. SHERERITAE ST 7 Z ITD TR LI,

(2) RERA P OWRYE ER T RIRE
413Q)DBRERDIER TROI-ERMEDOEE TR LY., RBATOERETR
BE®ITNTH,
FIREX 1.0 pg/L
FEAREX 0.10pg/L
EEHIND,

Q) HERASITRE T OB EREDEH |
BREMENIRD SN DIEE . Table-7, 8, IDEHERICHE > THET I, HEME
DHEEIIEETRUT TH o7z,

4) HRAFORBRYEEETIREE
473B)DREBROIER TROT-IEBMEOEETR LY, HATFOEETIR
B IR AR LR 2 5gl LT & ¥ ng/gb BHEN B,

'8 MBRHEEETRAE (Llwe) = 5 — Cxp

. REREERTREE (L)

. ERE (%)

L MBARERE (ML) UIHERAREIRE (9
. B (mL)

D R

m g o %= »

FHEBRIIFDEF2T Z I,

_20_.
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477 < BHRICET ARBOK DS TR T BE DB
Cwt = {Cw(l) +----- + Cw(n)} /n
Cwt  : RBAOLTHERYWERE (1L
n L REKSTOR (BIEE)
Cw(l) : IEEOHRBKIEBRYEBRE (pg/L)
Cw(n) : nEIEORBAKIEBRWERE (ug/l)

4.7.8 BHEEZE (BCF) O%ﬁ&?ﬁ
BAEREE (BCF) 1%, UToXE->TEH L,

(1) BREEEREHOT- D ORBRAK P EHERMEREDCE N

Cw = {Cw(n-1) + Cw(n)} /2 (HRASHTIEE)
Cw = {Cwn-2) + Cw(n-1) + Cwn)} /3 (HEHRESIT2E B LK)

Cw D BREEREHOZOORBKPIEIERDERE (hg/L)
Cw(n) : HEESH L ERFTKRDRERAKSIE B OWRMERE

(ng/L)
Q) BEEEDEY
Cf
BCF =
Cw
BCF D BAEEER
Cf . HRABTEBRYERE FBEELSIWW-E) (ng)
Cw D BREEREROOOREKPEIOEBRMERE (ug/l)
FB o XMRBEIZBIT B ERBIERTR R TR OMRATOEBRYE

XIEBRMEADORME (T77) BEOFHE (ng/g
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(3) m[El B DBRFEEEOFHIE
BCFm = (BCFa + BCFb)/n

BCFm : ml[EB OBRMEEEOLHE (F2(ab))
"BCFa,b : mEIEICEBITAEREEDBERE LR
n : mEIBIZoHHr L= BEsK

7210 AREADH DRE B OBRFEFREOFHEIIRD 2V,

479 TEEWRBIELZZ L ORRFE
ERRBIZELZ & OB, 488FRLLEORITERIFE Tkt L 7=3EDBIE I
BT D RMERROEBD20%LANE T3, BEEEDI00ERBEOES. BGEHER
DEEND20% 2B X TH228 BRITIIEFRBIEL TV EHRT,

EFRBIGE L2 Z & OHEREKE - V(m-2), Vin-1), V(m) = 20 (%)

| BCF(m-2) — BCF |
V(m2) = — X 100

| BCF(m-1) — BCF |

V(m-1) = X 100
BCF
| BCF(m) — BCF |
V(im) = X 100
. - BCF
V(m-2), V(m-1), V(m) . BFEEROTEH & OTBER (%)
BCF(m-2), BCF(m-1), BCF(m) : m-2, m-1, m[E B2 331) 3 BB DEKEEZ= D
 EE
BCF . {BCF(m-2) + BCF(m-1) + BCF(m)} 3
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4.7.10 EHFTREZR IRHERT R
4.7.6(4)TRKOT-HRATOEKBRYEERTREBEL Y, TROEREBLT
BRI N7- & EBRMEEEOREENTREL 225, 272 L, RBAKFOHEBRMERE T
TRTORBRAKGITICRIT 2 LR ERE % FV i,

FBIHREX 1.1 %
FREX 12 &

4.7.11 BEESEDEHE
EESEIIRAUICL VKD,

T —T
SHER (%) = —5— X 100

To : ZBBOVEOEME (g
T  EESTAEE BFRza0) 0Vx>EE (g
S  HEAHBEREOLSTRE (9

4.8 FIEDOEHF
BEORDHIZ. NS Z 8401 : 1999 RAIBDFIEIE -7, T, SHELEIC
AW HEILEP ThADTIER L,
REBUK P ORBMEBRER CHR AP ORBRMEREIIADEFIZ 4 IThD,
RERERIAEDEF2 ZRADTERR LT,

5. REBREGEDOEREICEEL RIT L L BEDNIREER

HERBERIT R,
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6. AR MR

6.1 HERAKDOWRYEEE
RBAPOHRDERE I Table- 1R END L H 12, /REMDI3%LL EHMEF
SN, o, HREYWHEREOTENIAEEDO TN L T E20% AN R =iz,

Table-1 REBKPOEBRDERE

(BEAL pg/L)
A, 44 44 Py, PAY. P’ 'qz tSJ »
BREX | 1A% ;Eaé 9R#% | 15B% | 22R% | 28A#% — Table | Fig
1 209 19.6 20.9 18.5 20.8 19.7 20.1 4
. ' ' ' ' ' (0.96) s
2.00
2 1.96 2.06 1.97 1.91 2.04 2.05 ©0060) | 3

62 B R
- BHEER Z Table 2l R LT,
Table-2 DIRMEREER & 13 < I & ORI % Fig 1 &R UFig iR Lz, 13 < BRI
DEFEFRIIBIREXICBWTLIEUT., F2BERIZBVWTREU T TH 7=,

Table-2 BREE R

BEX | 38#% 9B#% | 15B% | 22H% | 28H% | Table | Fig

=11 =11 =11 =11 =11

! <11 | =11 | =11 | =11 | o= | 7|8
5 <12 =12 =12 =12 =12 p 9
=12 =12 =12 =12 =12

63 TEEIREIZRITABEEGLE
6 2DFERMNG etk DR LISSEODITIZ BN TT R TRRE Th o 727,
EFRBIIBIT 2RGERIEHTE b ofz, LML, BRI TTINNE
K THo7od, 28BHICIIEERBIEL TV D EHR LI,

64 WHRADIEESE
HAATOEHIEESEIIUTO LB Y ThoT-,

EERBALART 4.01%
EBRK T 3.61%

6.5 HHAEONEBERE
BEEIRDO N7,
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Table-3

Calculation table for recovery and blank test (analysis of test water)

Study No. 44820

Samp

le description A B

F

Stand

ard 20.0ug/L 12333

Recovery a 11385 1
Recovery b -11685 1

Stand

ard 20.0ug/L 12175

Blank a n.d. 1
Blank b nd. 1

5 N
5 -

Averagé

92.3
94.7

923
94.7
Average

93.5

m O O W

( a, b : individual sample )

: Peak area

A(std) : Standard solution A(t) : Sample

: Ratio of portion used for analysis
: Final volume (mL)
- Amount of blank in test water (ng)

: Amount of test item recovered (ng)

E=P x (A(t)/A(std)) /BxC-D

: Recovery rate (%)

F=E/Qx100

- Concentration of test item in standard solution

Q : Amount of test item added (100ng)

See Fig. 5

20.0ug/L

June 7, 2007 Name

-2~




Table-4 Calculation table for analysis of test water (Level 1)
Study No. 44820
Sample description A I
Standard 20.0ug/L 15084
Test water after 1 day 14717 20.9
Standard 20.0ug/L 11581
Test water after 3 days 10600 19.6
Standard 20.0ug/L 10089
Test water after 9 days 9855 20.9
Standard 20.0ug/L 5991
Test water after 15 days 5196 18.5
Standard 20.0ug/L 9680
Test water after 22 days 9431 20.8
Standard 20.0ug/L _ 7651
Test water after 28 days 7061 - 19.7
Average concentration of test item in test water  20.1 (S.D. 0.96)
A: Peak area

- T ™ QW

A(std) : Standard solution A(t) : Sample

: Ratio of portion used for analysis 1
: Final volume S5mL

: Recovery rate  93.5%

: Volume of test water taken out SmL

: Concentration of test item in test water (ug/L)

1=Px(A(t)/A(std))/BxC/Fx100/H

: Average concentration of test item in test water (ug/L)

J=(I1)+..+I(n))/n
n : Number of test water analyses (n=6)

I (1) : First analysis of test water I (n) : Last analysis of test water

2

i=1 i=1

nx{(n-1)

nx 302 —( §I(f>)

SD. =

: Concentration of test item in standard solution 20.0ug/L

See Fig. 6

June 7, 2007 Name
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Table-5

Calculation table for analysis of test water (Level 2)

Study No. 44820

Sample description A I

Standard 20.0ug/L 15084

Test water after 1 day 13848 1.96

Standard 20.0ug/L 11581

Test water after 3 days 11140 2.06

Standard 20.0xg/L 10089

Test water after 9 days 9285 1.97

Standard 20.0ug/L 5991

Test water after 15 days 5344 1.91

Standard 20.0ug/L 9680

Test water after 22 days 9226 2.04

Standard 20.0ug/L 7651

Test water after 28 days 7340 2.05
Average concentration of test item in test water  2.00 (S.D. 0.060)

A: Peak area

A(std) : Standard solution A(t) : Sample

B: Ratio of portion used for analysis 1
C: Final volume 5mL
F: Recovery rate  93.5%
H: Volume of test water taken out  50mL
I: Concentration of test item in test water (ug/L)
I1=Px(A(t)/A(std) ) /BxC/Fx100/H
J: Average concentration of test item in test water (ug/L)
J=(I)+..+I(n))/n
n : Number of test water analyses (n =6
I (1) : First analysis of test water I (n) : Last analysis of test water
-]
nx FUHT-| T
SD. = i=1 i=1
nx(n-1)
P: Concentration of test item in standard solution  20.0ug/L
See Fig. 6
June 7, 2007 Name
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Table-6 Calculation table for recovery and blank test (analysis of test fish)
Study No. 44820

Sample description A C D E F G

Standard 20.0ug/L 11888

Recovery a 9749 2.5/25 10 - 3280 82.0

Recovery b 10306 2.5/25 10 - 3470 86.7

Average

84.3

Standard 20.0ug/L 11634

Blank a n.d. 2.5/25 10 - -

Blank b n.d. 2.5/25 10 - -

Average

(a, b: individual sample ) -

m m O O W

: Peak area

A(std) : Standard solution A(t) : Sample

: Ratio of portion used for analysis (fine sample) 5/10
: Ratio of portion used for analysis (extracted solution)

: Final volume (mL)

: Amount of blank in test fish (ng)

: Amount of test item recovered (ng)

F=Px(A(l)/A(std))/B/CxD-E

: Recovery rate (%)

G=F/Qx100

: Concentration of test item in standard solution 20.0ug/L

Q: Amount of test item added  (4000ng)

See Fig. 7

June 7, 2007 Name
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Table-7

Calculation table for analysis of test fish (Level 1)

Study No. 44820

Sample description A D G K H J M
Standard 20.0ug/L 10863

Test fish after 3 days a n.d. 5.00 - 20.2 - -
Tést fish after 3 days b nd. 1 5.00 - 20.2 -

Standard 20.0ug/L 10445 :

Test fish after 9 days a n.d. 5.00 - 20.4 - -
Test fish after 9 days b n.d. 1 5.00 - 20.4 -

Standard 20.0ug/L 6022

Test fish after 15 days a nd. 5.00 - 19.7 - -
Test fish after 15 days b nd. 5.00 - 19.7 -

Standard 20.0ug/L 9125

Test fish after 22 days a nd. 1 5.00 - 20.1 - -
Test fish after 22 days b nd. 1 5.00 - 20.1 -

Standard 20.0ug/L 7778

Test fish after 28 days a nd. 1 5.00 - 19.7 - -
Test fish after 28 days b nd. 1 5.00 - 19.7 -

(a, b : individual sample )

A: Peak area

A(std) : Standard solution A(t) : Sample

Final volume
: Dilution factor

AQommYOw

: Ratio of portion used for analysis  2.5/25
10mL

: Average concentration of blank in analysis of control  Ong/g
: Recovery rate  84.3%

: Weight of fine sample (g)

: Concentration of test item in test fish (ng/g)

K={Px(A(t)/A(std))/BxDxC/G-E}/Fx100

ot

H={I(n-2)+I(n-1)+I(n)}/m
n : Number of test water analyses ; m=2whenn=2,m=3 whenn 23
I: Concentration of test item in test water (ug/L)

J: BCF
J=K/H

M: Average value of BCF(a) and BCF(b)

M = { BCF(a) + BCF(b) } /2

P: Concentration of test item in standard solution

See Fig. 8

: Average concentration of test item in test water (ug/L)

20.0ug/L

June 7, 2007

Name
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Table-8 Calculation table for analysis of test fish (Level 2)

Study No. 44820

Sample description A D G K H J M
Standard 20.0ug/L 10837

Test fish after 3 days a n.d. 1 5.00 - 2.01 - -
Test fish after 3 days b © nd. 1 5.00 - 2.01 -

Standard 20.0ug/L 10317

Test fish after 9 days a n.d. 1 5.00 - 2.00 - -
Test fish after 9 days b n.d. 1 5.00 - 2.00 -

Standard 20.0ug/L 5859

Test fish after 15 days a n.d. 1 5.00 - 1.98 - -
Test fish after 15 days b n.d. 1 5.00 - 1.98 -

Standard 20.0ug/L 9107

Test fish after 22 days a n.d. 1 5.00 - 1.97 - -
Test fish after 22 days b n.d. 1 5.00 - 1.97 -

Standard 20.0ug/L 8054

Test fish after 28 days a nd. 1 5.00 - 2.00 - -
Test fish after 28 days b n.d. 1 5.00 - 2.00 -

(a, b: individual sample )

A: Peak area
A(std) : Standard solution A(t) : Sample

B: Ratio of portion used for analysis  2.5/25

C: Final volume 10mL

D: Dilution factor

E: Average concentration of blank in analysis of control  Ong/g

F: Recovery rate  84.3%

G: Weight of fine sample (g)

K: Concentration of test item in test fish (ng/g)
K={Px(A(t)/A(std))/BxDxC/G-E}/Fx100

H: Average concentration of test item in test water (ug/L)

H={I(n-2) +I(n-1)+I(n) } /m
n : Number of test water analyses ; m=2whenn =2, m=3 whenn 23
I: Concentration of test item in test water (ug/L)
J: BCF
J=K/H
M: Average value of BCF(a) and BCF(b)
M = { BCF(a) + BCF(b) }/2

P: Concentration of test item in standard solution 20.0ug/L
See Fig. 9
June 7, 2007 Name
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Table-9 Calculation table for analysis of test fish (Control )

Study No. 44820

Sample description A E G I
Standard 20.0ug/L 7780
Before the experimental start a o.d. - 4.00 -
Before the experimental start b nd. - 4.00 -
Standard 20.0ug/L 8060
After the experimental completion a n.d. - 5.00 -

. After the experimental completion b n.d. - 5.00 -

Average

( a, b : individual sample )

A: Peak area
A(std) : Standard solution A(t) : Sample
B: Ratio of portion used for analysis 2.5/25
C: Final volume 10mL
E: Amount of blank in analysis of control (ng)
E=P x (A(1)/A(std) ) /B xC
G: Weight of fine smaple (g)
I: Concentration of blank in test fish (ng/g)
I=E/G
P: Concentration of test item in standard solution  20.0ug/L

See Fig. 10

June 7, 2007 Name
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Reference 1

Sampling date

Analytical results of dilution water (Underground water)
January 29, 2007

Item Unit Measured value Standard value Detection limit
Total hardness (Ca, Mg) mg/L 14.2 <300 0.1
Suspended solid mg/L <1 <207 1
pH — 8.0 6.5 ~85"7 -
Total organic carbon mg/L 0.3 <2 0.1
Chemical oxygen demand mg/L 2.3 <57 0.5
Residual chlorine mg/L <0.02 <0.02° 0.02
Ammonia nitrogen mg/L 0.02 <17 0.01
Total cyan mg/L <0.01 nd.” 0.01
Alkalinity mg/L 101 — 1
Electric conductivity uS/cm 278 — -
Organic phosphorus mg/L <0.1 nd.” 0.1
Alkylmercury mg/L <0.0005 nd.” 0.0005
Mercury mg/L <0.0005 <0.0005 0.0005
Cadmium mg/L <0.001 <0.01" 0.001
cr mg/L <0.01 <0.05" 0.01
Lead mg/L <0.005 <0.1" 0.005
Arsenic mg/L 0.004 <0.05" 0.001
Iron mg/L 0.02 <10° 0.01
Copper mg/L <0.005 <0.005 0.005
Cobalt mg/L <0.001 <0.001 0.001
Manganese mg/L <0.01 <0.05" 0.01
Zinc mg/L <0.005 <10 " 0.005
Aluminium mg/L 0.007 <02 0.001
Nickel mg/L <0.001 <0.001 "~ 0.001
Silver mg/L <0.0001 <0.0001 0.0001
Organochlorine pesticides A
1,2-Dichloropropane mg/L <0.0001 <0.06 " 0.0001
Chlorothalonil mg/L <0.0001 <0.04 " 0.0001
Propyzamide mg/L <0.0001 <0.008 * 0.0001
Chlomnitrofen mg/L <0.0001 <0.0001 T 0.0001
Simazine mg/L <0.001 <0.003 ™ 0.001
Thiobencarb mg/L <0.0001 <0.02 " 0.0001
Organophosphorous pesticides
Diazinon mg/L <0.0001 <0.005 0.0001
Isoxathion mg/L <0.0001 <0.008 0.0001
Fenitrothion mg/L <0.0001 <0.003 ™ 0.0001
EPN mg/L <0.0001 <0.006 0.0001
" Dichlorvos mg/L <0.0001 <0.01 * 0.0001
Iprobenfos mg/L <0.0001 <0.008 0.0001
PCB mg/L <0.0005 nd.” 0.0005
Coliform bacteria count — n.d. n.d.” —
Fluorine compound mg/L 1.3 <157 0.1
Anionic surfactant mg/L <0.01 <02 0.01

*1 Ministerial ordinance of the Ministry of Health, Labour and Welfare No.101 (Revised May 30,

2003)

*2  OQECD Guidelines for Testing of Chemicals, Fish, Early-life Stage Toxicity Test (Guideline 210,

July 17, 1992)

*3  Water quality criteria for fisheries (Japan Fisheries Resource Conservation Association, March

1983)

*4  Environmental Quality Standards for Water Pollutants No.14 (Revised February 22, 1999,

Environment Agency)

*5  OECD Guidelines for Testing of Chemicals, Bioconcentration : Flow-through Fish Test (Guideline

305, June 14, 1996)
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Study No. 44820
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£ 100 [ The minimum calculation limit of bioconcentration factor.
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Exposure period (days)
Fig.1 Correlation between exposure period and bioconcentration factor
(Level 1). ‘
Ten data after 3, 9, 15, 22 and 28 days were lower than detection limit.
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£ 10 F The minimum calculation limit of bioconcentration factor.
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Exposure period (days)
Fig.2 Correlation between exposure period and bioconcentration factor
(Level 2).
Ten data after 3, 9, 15, 22 and 28 days were lower than detection limit.
June 7,2007 Name
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96-hour LC50 > 3.00 mg/L (Doudoroff)

Study No. 44820

100
S
z
o= 50 T T T T YN
S
b
o
=
0 1l o R )
0.1 1 10 100
Concentration (mg/L)
Concentration Cumulative Mortality (%)
(mg/L) 24 hours 48 hours 72 hours 96 hours
Control 0 0 0 0
3.00 0 0 0 0
Fig. 3 Concentration - mortality curve.
Date : April 13,2007 Name
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Study No. 44820

Solvent 06-Apr-2007|
44820_a039 MRM of 1 Channel ES-
100+ 377.1>293
; 2.00e5
Peak position
O\o n n.d.
| |
]
0‘_,,l,,,,l,,,,l,,,,,....,i...,YT,,,.,..,,,,,,'.,,Time
0.00 2.00 4.00 6.00 8.00 10.00
Standard solution 10.0 ug/L 06-Apr-2007
44820_a040 MRM of 1 Channel ES-
100- 377.1>293
_ 2.00e5
' Area
°\° -
2.93
6768
c N A B o e e I e e S SO B B S R S AR UL B — Time
0.00 2.00 4.00 6.00 8.00 10.00
Standard solution 20.0 ug/L 06-Apr-2007|
44820_a041 MRM of 1 Channel ES-
377.1 > 293
100] 2.00e5
] Area
]
= 2.93
; 12486
0 Y,,,],,,,',,,,'.,,.I....l....l.r..,.,..l.‘..l..ﬁf1]']me
0.00 2.00 4.00 6.00 8.00 10.00
Standard solution 40.0 ug/L 06-Apr-2007
44820_a042 - MRM of 1 Channel ES-
100- 377.1>293
‘ 290 2.00e$s
24528 Area
X A
0 T T Jl"' | L L L L —— Time
i 000 200 _ . 400 __ __6.00 ___8.00 , 10.00
Y 820 2007 4. b
Fig.4-1 Chromatograms of LC-MS/MS analysis for calibration curve (analysis of test item).
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Fig. 4 -2 Calibration curve of test item.

April 6, 2007 Name
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Study No. 44820

Standard solution 20.0 ug/L 06-Apr-200
44820_a022 MRM of 1 Channel ES-
100~ 377.1 > 293
] 2.00e5
] Area
o |
& 2.93
12333
o+ T 1 A L L —— Time
0.00 2.00 4.00 6.00 8.00 10.00
Recovery test from test water a 06-Apr-2007
44820_a023 : MRM of 1 Channel ES-
100- 377.1> 293
| 2.00e5
Area
2 -
293
11385
1
O———T 7T T T T T RN —————— Time
0.00 2.00 4.00 6.00 8.00 10.00
Recovery test from test water b 06-Apr-2007;
44820_a024 . MRM of 1 Channel ES-
377.1 > 293]
100? 2.00e5
Area
2 -
2.93
] 11685
0 A Y T ————— Time
0.00 2.00 4.00 6.00 8.00 10.00
yy oo 2007 4.6
Fig.5-1 Chromatograms of LC-MS/MS analysis for recovery and blank test

(analysis of test water).

-39-



Study No. 44820

[Standard solution 20.0 ug/L

06-Apr-2007|
MRM of 1 Channel ES-

44820_a025
100 377.1 > 293
] 2.00e5
Area
X -
2.93
12175
H————T— T T T T [ime
0.00 2.00 4.00 6.00 8.00 10.00
Blank test of test water a 06-Apr-2007|
44820_a026 MRM of 1 Channel ES-
100- 377.1 > 293
] 2.00e5
: Peak position
X = nd.

O ——— —— T [ime
0.00 2.00 4.00 6.00 : 8.00 -10.00
Blank test of test water b 06-Apr-2007|
44820_a027 MRM.of 1 Channel ES-
100- 377.1 > 283

] 2.00e5
Peak position
o n.d.
!
0-+—— e T — - ..l...,—,..,.v..l.,..lTime
0.00 2.00 4.00 6.00 8.00 ~_10.00
Wy &20 2007 4. b
Fig.5-2 Chromatograms of LC-MS/MS analysis for recovery and blank test

(analysis of test water).
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Study No. 44820

Standard solution 20.0 ug/L 18-Apr-200
44820_a088 MRM of 1 Channel ES-
1007 377.1>293
) 2.50e5
| Area
L - 2.88
| 15084
O~ T T T ———— Time
0.00 2.00 4.00 6.00 8.00 10.00
Test water after 1 day (Level 1) 18-Apr-2007]
44820_a089 MRM of 1 Channel ES-
1004 377.1 > 293
| 2.50e5
| Area
2 - 2.88
14717
- ———v>rrTT ——— 7 —————————— [ime
0.00 2.00 4.00 6.00 8.00 10.00
Test water after 1 day (Level 2) 18-Apr-2007,
44820_a090 MRM of 1 Channel ES-
3771 > 293
1007 2.50e5
Area
. 2.88
13848
]
0 T T T T T 1,”--,--x-nv---x*w-'xw--;-v--.-v-‘lTime;
0.00 200 4.00 ___6.00 8.00 10.00
yu 20 9007. 4. (8

Fig.6-1 Chromatograms of LC-MS/MS analysis for test water.

_41_



Study No. 44820

Standard solution 20.0 ug/L

20-Apr-2007
MRM pf 1 Channel ES-

44820_a112
100~ 377.1> 293
] 2.00e5
+ Area
R A 293
- 11581
1
0 LA AR A B T T T T Time
0.00 2.00 4.00 6.00 8.00 10.00
Test water after 3 days (Level 1) 20-Apr-2007
44820_a113 MRM of 1 Channel ES-
100- 377.1> 293
J 2.00e5
Area
X A 2.93
10600
0 ——T |]L|*I T e ——— Time
0.00 2.00 4.00 6.00 8.00 10.00
Test water after 3 days (Level 2) 20-Apr-2007
44820_at14 MRM of 1 Channel ES-
: 377.1 > 293
1
00 2.00e5
Area
2 293
| 11140
04— A ——— T T . —— Time
0.00 2.00 4.00 6.00 8.00 10.00
Yy g0 2007, . ¥0
Fig.6-2 Chromatograms of LC-MS/MS analysis for test water.
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Study No. 44820

26-Apr-2007|
MRM of 1 Channel ES-

Standard solution 20.0 ug/L

44820 _a119
00- 377.1> 293
! 1 2.00e5
Area
X 2.93
10089

] .

J .
O""ljj"l*"'l""l""l""j_ﬁ"'l""l""l‘"ITime
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Test water after 9 days (Level 1) 26-Apr-2007
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| Area

X 2.90

9855

]

0 --v|--"|r--v|-"‘1"“l""I""I""l""l""lTime
0.00 2.00 4.00 6.00 8.00 10.00 .
Test water after 9 days (Level 2) 26-Apr-2007|
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1
0 T —— 7 —————————F—————— | ime
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4t § 20 g007. 4. 26

Fig.6-3 Chromatograms of LC-MS/MS analysis for test water.
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Study No. 44820

Standard solution 20.0 ug/L

02-May-2007
MRM of 1 Channel ES-

44820_al142
100+ 377.1>283
] 1.50e5
Area
=2 -
] 298
§ 5991
G LANNLINE B SALIAL R R I N SR B S AL B "l""l"'I""l""]Time
0.00 2.00 4.00 6.00 8.00 10.00
Test water after 15 days (Level 1) 02-May-2007
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°\° ~
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0 T 11/1\1' N T "r'f"|'--v|Time
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Test water after 15 days (Level 2) 02-May-2007
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°\°..
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0 DA B A AP T ————— [ime
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48 20 2007, 5. *

Fig.6-4 Chromatograms of LC-MS/MS analysis for test water.
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Study No. 44820

Standard solution 20.0 ug/L 09-May-2007,
44820_a174 MRM of 1 Channel ES-
100~ 377.1 > 293
] 2.00e5
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O\O .
2.88
9680
0 ..[\r,,l, —— Time
0.00 2.00 4.00 6.00 8.00 10.00
Test water after 22 days (Level 1) 09-May-2007|
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Test water after 22 days (Level 2) 09-May-2007
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1007 2.00e5
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2 -
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0 ,,jL. e ———— ime
0.00 2.00 4.00 6.00 8.00 10.00

Fig.6-5 Chromatograms of LC-MS/MS analysis for test water.
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Study No. 44820

Standard solution 20.0 ug/L 17-May-200
44820_a202 MRM of 1 Channel ES-
100 377.1 > 293
] 2.00e5
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| '
O LA A T T T ————) [ime
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Test water after 28 days (Level 2) 17-May-2007
44820_a204 MRM of 1.Channel ES-
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4§20 2007, 5. 17

Fig.6-6 Chromatograms of LC-MS/MS analysis for test water.
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Study No. 44820

Standard solution 20.0 ug/L 06-Apr-2007
44820_a035 MRM of 1 Channel ES-
100 377.1 > 293
1 2.00e5
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2.93
] 11888
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0 LI AL BELEL LA [N REL L LA N T T T [ime
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o————T"rrr T e —— g Time
0.00 2.00 4.00 6.00 8.00 10.00
Recovery test from test fish b 06-Apr-2007
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- 377.1> 283
: 100j 2.00e5
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2 -
2.93
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o+ L T [ime
0.00 2.00 4.00 6.00 8.00 10.00
i 890 2007. 4. b

Fig.7-1 Chromatograms of LC-MS/MS analysis for recovery and blank test

(analysis of test fish).
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Study No. 44820

Standard solution 20.0 ug/L 06-Apr-2007
44820_a031 MRM of 1 Channel ES-
100~ 377.1> 293
1 2.00e5
Area
O\C{ -
2.95
11634
O+ LR IR B S BN ———— Time
0.00 2.00 4.00 6.00 8.00 10.00
Blank test of test fish a 06-Apr-2007|
44820_a032 MRM of 1 Channel ES-
100 377.1 > 293
2.00e5
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nd.
!
oH+————rTTr T T T T T T T A ] "ﬁTime
0.00 2.00 4.00 6.00 8.00 10.00
Blank test of test fish b 06-Apr-2007
44820_a033 MRM of 1 Channel ES-
1004 3771 > 293|
] 2.00e5
Peak position
nd.
|
01— T T T T T T T LN T —— Time
0.00 2.00 4.00 6.00 8.00 10.00
Yy 820 2007, 't b

Fig.7-2 Chromatograms of LC-MS/MS analysis for recovery and blank test

(analysis of test fish).
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Study No. 44820

Standard solution 20.0 ug/L 20-Apr-2007
44820_a106 MRM of 1 Channel ES-
100~ 377.1> 293
] 2.00e5
Area
2 2.93
10863
0 LA N S L R T T T T T e Time
0.00 2.00 4.00 6.00 8.00 10.00
Test fish after 3 days (Level 1 a) 20-Apr-2007
44820_a107 MRM of 1 Channel ES-
l 2.00e5
Peak position
X A n.d.

o7 T — T |ime
0.0 2.00 4.00 6.00 8.00 10.00
Test fish after 3 days (Level 1b) 20-Apr-2007
44820_a108 MRM of 1 Channel ES-
100 377.1 > 293

] 2.00e5
Peak position
R A nd.
O L I 1 T N T ————— [ime
0.00 2.00 4.00 6.00 8.00 10.00
Y g0 n007. . *0
Fig.8-1 Chromatograms of LC-MS/MS analysis for test fish (Level 1).
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Study No. 44820

Standard solution 20.0 ug/L 26-Apr-2007
44820_a122 MRM of 1 Channel ES-
1 377.1>293
OOTJ 2.00e5
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2 - 2.90
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r+—————rrrr——rrrrr 77 " T T T 1 Time
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X n.d.
c1',,'],,,,l,,,,r,,,'...,,.'..I..+.1,...,....,..ﬁ.)Time
0.00 2.00 4.00 6.00 800 _10.00

iy § 0 2007, . b

Fig.8-2 Chromatograms of LC-MS/MS analysis for test fish (Level 1).
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Study No. 44820

Standard solution 20.0 ug/L 02-May-2007
44820_a145 MRM of 1 Channel ES-
100- 377.1>293
0_ 1.50e5
Area
=2 A
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6022
o""[""l"'-|-"'|"Y‘I“ ML R -|---v;Time
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Test fish after 15 days (Level 1 a) 02-May-2007
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o\o _ nd.
0-‘--|v-vrv---lv-v-|---'|""l" *'1"f-|-"-|Time
0.00 2.00 4.00 6.00 8.00 10.00
Test fish after 15 days (Level 1 b) 02-May-2007
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o-———— 71— 1T T AR 1 Time
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(fqgmo ¢oo7.5\7’

Fig.8-3 Chromatograms of LC-MS/MS analysis for test fish (Level 1).
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Study No. 44820

Standard solution 20.0 ug/L 09-May-2007|
44820_a168 MRM of 1 Channel ES-
100~ 377.1 > 293
1 2.00e5
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¢
= 2.90
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ot T T —— - |ime
0.00 2.00 4.00 6.00 8.00 10.00
Test fish after 22 days (Level 1 a) 09-May-2007
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Ly § 20 2007. 57

Fig.8-4 Chromatograms of LC-MS/MS analysis for test fish (Level 1).
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Study No. 44820

Standard solution 20.0 ug/L 17-May-2007
44820_a208 MRM of 1 Channel ES-
100+ 377.1>293
2.00e5
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2.98
7778
o1 T T T T [ime
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Test fish after 28 days (Level 1 b) 17-May-2007|
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Fig.8-5 Chromatograms of LC-MS/MS analysis for test fish (Level 1).
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Study No. 44820

Standard solution 20.0 ug/L

20-Apr-2007]

44820_a109 MRM of 1 Channel ES-
100+ 377.1>293
) 2.00e5
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Fig.9-1

Chromatograms of LC-MS/MS analysis for test fish (Level 2).
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Study No. 44820

Standard solution 20.0 ug/L

26-Apr-2007|
MRM of 1 Channel ES-

44820_a125
100~ 377.1>293
) 2.00e5
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04— AL LA ELE A R A A 1 Time
0.00 2.00 4.00 6.00 8.00 10.00
Test fish after 9 days (Level 2a 26-Apr-2007|
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Fig 9-2  Chromatograms of LC-MS/MS analysis for test fish (Level 2).
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Study No. 44820

Standard solution 20.0 ug/L

02-May-2007
MRM of 1 Channel ES-

44820_a148
100+ 377.1>293
| 1.50e5
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~°\° -
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O+ LA I T [ime
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~ |Test fish after 15 days (Level 2 a) 02-May-2007|
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Fig.9-3 Chromatograms of LC-MS/MS analysis for test fish (Level 2).
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Study No. 44820

Standard solution 20.0 ug/L 09-May-2007
44820_a171 MRM of 1 Channel ES-
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Fig9-4 Chromatograms of LC-MS/MS analysis for test fish (Level 2).
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Study No. 44820

Standard solution 20.0 ug/L 17-May-200
44820_a211 MRM of 1 Channel ES-
100~ 3771 > 293
: 2.00e5
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°\° -
] 2.98
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Grv-ulrll|ll"|"’l"‘| -1 '|""|""I"‘1Time
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Test fish after 28 days (Level 2 b) 17-May-2007
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Fig.9-5 Chromatograms of LC-MS/MS analysis for test fish (Level 2).
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Study No. 44820

Standard solution 20.0 ug/L 16-Apr-200
44820_a074 MRM of 1 Channel ES-
100- 377.1 > 293
] 1.00e5
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O LA L | L rrrr 1 vy T M N I MR | T'me
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Fig.10-1 Chromatograms of LC-MS/MS analysis for test fish (Control).
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Study No. 44820

17-May-2007|

Standard solution 20.0 ug/L

MRM of 1 Channel ES-

44820_a219
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X
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]
O T T T T ——————7————— Time
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100? 2.00e5
Peak position
R A nd.
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Fig.10-2 Chromatograms of LC-MS/MS analysis for test fish (Control).
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Study No.

44820

Instrument

Sample

~ Eluent

Flow rate

Sample size

MS : Micromass Quattro Ultima Pt
LC : Waters Alliance269

Standard solution 10.0 m: test item

LC Conditions-

" Inlet system Column
¢ Column L-column ODS
* Column size 15 cm x 2.1 mm LD.

Column temperature 40 °C

Methanol*/Water* (8/2 V/V)

*Containing Smmol/L di-n-butylammonium acetate
0.2 mL/min

5 uL

(Solvent Methanol/Water (1/1_V/V) )

MS Conditions

Ionization mode ESI

Detection mode Negative

Function MS Scan

Scan range m/z = 100 - 800
Source block temperature 150 °C
Desolvation temperature 400 °C

Cone voltage 40V

Fig. 11 — 1

Mass spectrum of test item (analytical conditions).

Date ‘7’007/ é/)O
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Study No. 44820

Standard solution 10.0 mg/L 06-Mar-2007|
44820_120 Scan ES-
TIC
1007 1.00e8
Peak position Total 10n chromatogram
3.08
$"
10.29
Wz\zﬁm
]
0 L B T T T ) [{Me
0.00 2.00 4.00 6.00 ~8.00 ' 10.00
Standard solution 10.0 mg/L 06-Mar-2007
44820 120 122 (3.079) Cm (119:129-(102:116+149:165)) Scan ES-
100+ Mass spectrum 755.1 1.31e7
°\° -
3771
N
293.1 541.1 8.3
| i
RS RARRS RRAaN AAaAaEaAas Siaas s L L aa ) LAY ML) ML) RS RARA) RS RAAS) LSS SRR RS RAAR) RAAAS MAMMI AASSS LAAMS LARRD) m/z
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(820 -1607‘3‘6

Fig.11-2  Mass spectrum of test item.
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: Study No. 44820
Standard solution 10.0 mg/L 06-Mar-2007

44820_120 Peak position Scan ES-
3.08 TiIC
1004
] ' 8.34e7
Total 1on chromatogram
°\° -

4
04"‘ﬁf"'*T“.'"'l""l""l'"'l""l""l'T"1"f'—|Time
0.00 2.00 4.00 6.00 8.00 10.00

Standard solution 10.0 mg/L : 06-Mar-2007|

44820_120 ' Scan ES- |-
3.05 Mass chromatogram of m/z=377 377.1

100 :

_ 1.11e7

mR 3.001\3.25

o Bt e S ——

0.00 2.00 - 4.00 6.00 8.00 10.00
44820_120 ' Scan ES-
10 3.13 Mass chrpmatogram of m/z=437 437.2

3.05 393 4.50e6
2
3.51
3.98

Ofﬁr"I""f""'l""l'f"l""l""l T
. 0.00 2.00 4.00 6.00 8.00 10.00
44820_120 Scan ES-

3.08 Mass chromatogram of n/z=459  459.1
1004 .
_ 5.80e6
R .

O S B s L e e B S RS AN N B I B

0.00 2.00 4.00 6.00 8.00 10.00
44820_120 Scan ES-

Mass chromatogram of m/z=755  755.1

3.08
10 3.00e7
N .

7 T T LA A DU NS S —
0.00 2.00 4.00 6.00 ~ 8.00 10.00
44820_120 Scan ES-
10 3.05 Mass chromatogram of m/z=777 777 1

. 6.56e6
O\O
o7 T T [ime
0.00 2.00 4.00 6.00 8.00 10.00

U fro 2007, 3. €
Fig.11-3  Mass spectrum of test item.
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Study No. 44820

M:  CF3CF,CF,CF,CF,CF,CH,COOH

Mass number 378
m/z Molecular-related ion
377 (M-HY
437 » (M +CH;COOH-H )
459 (M-H +Na+CH;COOH-H )
755 | (ZM-H )
777 (2M-H+Na-H)
pe82° g
2.0 0 7 -

Fig. 11-4 Mass spectrum of test item (main presumed ions).
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Study No.

44820

Instrument MS : Micromass Quattro Ultima Pt
LC : Waters Alliance269
Sample Standard solution 10.0 m; test item

LC Conditions

Inlet system Column
Column L-column ODS
Column size 15 cm x 2.1 mm LD.

Column temperature 40 °C

Eluent Methanol*/Water* (8/2 V/V)

*Containing Smmol/L di-n-butylammonium acetate
Flow rate 0.2 mL/min
Sample size S uL

(Solvent Methanol/Water (1/1 V/V) )

MS Conditions

Function

Precursor ion

Product ion

Source block temperature
Desolvation temperature
Cone voltage

Collision energy

Ionization mode ESI
Detection mode Negative

Produci lon Scan

m/z_= 377.1

m/z = 100 - 800
150 °C

400 °C

40 Vv

10 eV

Fig. 12 - 1

Mass/Mass spectrum of test item (analytical conditions).

Date }007/ é/ 20
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Study No. 44820

Standard solution 10.0 mg/L 06-Mar-2007
44820_122 Daughters of 377ES-
100 TIC
5.00e6
Total 10n chromatogram
Peak position
3.03
2
]
! 3.1
3.38
3.43
0- e T RS T T —— Time
0.00 2.00 4.00 6.00 8.00 10.00
Standard solution 10.0 mg/L 06-Mar-2007
44820_122 120 (3.028) Cm (118:127-(100:112+160:182)) Daughters of 377ES-
100+ 293.0 Mass/Mass spectrum 1.29¢6
°\° .
313.0
376.8
0 ' e MYZ

O O
100 150 200 250 300 350 400 450 500 550 600 650 700 750 800

Fig.12-2

wpfao

Mass/Mass spectrum of test item.
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Study No. 44820

Standard solution 10.0 mg/L 06-Mar-2007|
44820_122 Daughters of 377ES-
100+ 8.93 TiC
1 2.85e6
: Total 10n chromatogram
3.1
°\° -
| 3.38
J 3.43
3.78
O-emretrer et e T T T Time
0.00 2.00 4.00 6.00 8.00 10.00
Standard solution 10.0 mg/L 06-Mar-2007
44820_122 Daughters of 377ES-
3.03 Mass/Mass chromatogram of m/z=293 293
100+
| 2.29¢6
1
R
.o-ﬁ,,,,..,.,.‘., .
0.00 2.00 . 6.00 8.00 10.00
44820_122 Daughters of 377ES-
100 3.03 Mass/Mass chromatogram of m/z=313 - 313
ad 3.94e5
4
= A
] 3.13
J 3.28
1 | "y, 4.16 4.82
O o e S B S el S B S L AL B |
0.00 2.00 4.00 6.00 8.00 10.00
44820_122 _ Daughters of 377ES-
3.03 Mass/Mass chromatogram of m/z=377 376.8
100+
) 1.41e5
<
3.33
' 1031081134 200 270 Wl 480 497
0 Time
' 0.00 2.00 4.00 6.00 '8.00 10.00

Yy >007, 3. 6
Fig.12-3  Mass/Mass spectrum of test item.
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Study No. 44820
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Fig. 12-4 Mass/Mass spectrum of test item (main presumed product).
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Fig. 13 -1 IR spectrum of test item measured before experimental start.
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Fig. 13-2 IR spectrum of test item measured after experimental completion.
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Reference 2 IR spectrum supplied by sponsor.
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