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Final Report

— Preface —

. Title Bioconcentration Test of S510 in Carp, Cyprinus carpio

. Sponsor JNC Corporation

2-2-1 Otemachi, Chiyoda-ku, Tokyo 100-8105, Japan

. Test facility Institute of Ecotoxicology Co., Ltd.

2-28-1 Yoshino-cho, Kita-ku, Saitama City, 331-0811 Japan

phone [N

Representative Mikiyasu Goto

Test Facility Management = Tadayoshi Kan

. Objective of the test

The objective of this test is to determine the degree of bioconcentration of the test substance in
fish.

. Test methods

The methods used in this test were based on “Test Methods Concerning New Chemical
Substances < Bioconcentration Test of Chemical Substances in the Bodies of Fish and
Shellfish>" (Yakushokuhatsu 0331 No.7, Director-General, Pharmaceutical and Food Safety
Bureau, Ministry of Health, Labor and Welfare, Heisei 23-03-31; Seikyoku No.5, Director-
General, Manufacturing Industries Bureau, Ministry of Economy, Trade and Industry; and
Kanpokihatsu No.110331009, Joint Notice from the Director General of the Environmental
Policy Bureau, Ministry of the Environment, Heisei 23+-03+29); and OECD Guidelines for the
Testing of Chemicals, “No. 305 Bioconcentration: Flow-through Fish Test” (adopted on October
2,2012).

. GLP applied

Japanese Chemical Substance GLP: “Standards Concerning Testing Laboratories Implementing
Tests Concerning New Chemical Substances” (Yakushokuhatsu 0331 No. 8, Director-General,
Pharmaceutical and Food Safety Bureau, Ministry of Health, Labor and Welfare, Heisei 23-03 -

31; Seikyoku No. 6, Director-General, Manufacturing Industries Bureau, Ministry of Economy,



10.

Trade and Industry; and Kanpokihatsu No. 110331010, Joint Notice from the Director General of
the Environmental Policy Bureau, Ministry of the Environment, Heisei 2303 -29).
OECD GLP: “OECD Principles of Good Laboratory Practice” (as revised in 1997).

Name of the test substance

Chemical name :  trans — 4—{[3,5—difluoro— 4—(trifluoromethyl)phenoxy]
(difluoro)methyl }—4’— trans —propyl—1,1’— bicyclohexyl
Abbreviation :  S510 (Lot No. 14NA007)
CAS No. : 208338-86-7
Test periods
(1) Test initiation date : May 11, 2015
(2) Duration of the test
Arrival date of fish : May 18, 2015
Acclimation completion date  : June 10, 2015
Experimental starting date : June 10, 2015

Experimental completion date : July 8, 2015
(3) Test completion date : July 15, 2015

Test results
A bioconcentration test of the test substance S510 in carp, Cyprinus carpio, was conducted. The

bioconcentration factor (BCF) for 28 days of exposure was summarized in the following table.

Concentration level of High (Level 1) Low (Level 2)
exposure 0.02 mgL™! 0.002 mgL!
Bioconcentration factor
(BCF) 12 to 30-fold 10 to 29-fold

Evaluation and discussion of the results and conclusion

The acute toxicity (96-h LCsp) of the test substance S510 in Zebrafish (Danio rerio) was greater
than 25.6 mgL™!. Since the solubility in water was 2.3 x 10> mgL"!, concentrations of the test
substance in water were set at 0.02 mgL! for the high exposure level (Level 1) and 0.002 mgL"!
for the low exposure level (Level 2). According to the results, the bioconcentration factor (BCF)
was less than 50-fold both in Levels 1 and Level 2. Thus, steady state was considered to have
reached by day 28 of exposure in both levels. As a result, bioconcentration of the test substance

in fish was confirmed to be low.



11. Storage of materials
The following records concerning the tests and samples will be stored for 10 years after receiving
notification based on the provisions of CSCL (No. 117, 1973) Article 4, paragraphs 1 or 2,
Article 5, paragraph 2, 3, or 8, Article 10, paragraph 3, or Article 14, paragraph 2, and the test
substance, reference substance and other item will be stored for 10 years after receiving
notification based on the provisions of the CSCL: Article 4, paragraph 1 or 2, Article 5,
paragraph 2, 3, or 8, Article 10, paragraph 3, or Article 14, paragraph 2, or the period during
which they can be stored stably without affecting their quality, whichever is shorter, at the
Institute of Ecotoxicology Co., Ltd.. Storage after the period will be determined after separate
discussion.
(1) Protocol, and its modifications and changes
(2) Records concerning the test substance, etc.
(3) Experimental notes, raw data, and charts
(4) Test substance, reference substance, and other items (at approximately 20°C in the dark)
(5) Inspection and audit records by quality assurance personnel
(6) Final report

(7) Other necessary items

12. Environmental factors that may have affected data reliability

No particular abnormalities were observed.

13. Personnel related to the test and their assignments

Study Director: Takashi Sato

Study Personnel: Takashi Sato
*96-h LCsp test
*Measurement of water solubility
*Establishment of analysis method for test water
*Establishment of analysis method for fish
*Preparation of calibration curves
*Recovery tests from test water
*Recovery tests from test fish
*Investigation of dispersion method of the test substance in water
*Preliminary test to set the test schedule
* Analysis of test water and fish during the experiment period
*Preparation and maintenance of test solution during the experiment period
*Measurement of aquatic environment during the experiment period

*Measurement of lipid contents in fish body
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*Measurement of IR

*Measurement of molar absorption coefficient
*Observation of fish rearing conditions

*Measurement of dissolved organic carbon concentration

Preparation of final report: Takashi Sato

14. Names and affiliations of experts involved in reporting the final report

None

15. Approval of the final report

Study Director:

Signed in original
Takashi Sato (seal)
Signature date: July 15, 2015



Main Subject

1. Test substance
In the present report, the test substance has the following name and structural formula (based on

the documents provided by the sponsor).

1.1 Name
Chemical name: trans — 4—{[3,5—difluoro— 4—(trifluoromethyl)phenoxy]
(difluoro)methyl }—4’— trans —propyl—1,1’— bicyclohexyl
Abbreviation: S510
CAS No.: 208338-86-7

1.2 Structural formula -

F F

LN .

F
Molecular formula:  Ca3H20F;0 (MW 454.46)

1.3 Supplier and Lot No.
(1) Supplier JNC Corporation
(2) Lot No. 14NAO007

1.4 Identification
The IR spectrum of the test substance obtained before the test was compared with that from the
sponsor, and their agreement was confirmed. Further, stability of the test substance during the
test period was confirmed by the agreement of the IR spectrum obtained after the test with that

measured before the test (see, Ref. 13).

1.5 Physico-chemical properties (“based on the data provided by the sponsor)

Appearance : White powder

Purity": =99.9%
Impurities  unknown=0.1%

Melting point : 83°C

Solubility (our measurements at 25°C)
water 2.3 x 102 mgL"! (Flask method)
n-hexane > 1.0 x 10° mgL!
dichloromethane > 1.0 x 10° mgL!
acetone > 1.0 x 10° mgL!
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acetonitrile 1.0 x 10* mgL!
dimethylsulfoxide 1.2x10° mgL!

2. Test methods and analytical methods
This test was based on “Test Methods Concerning New Chemical Substances <
Bioconcentration Test of Chemical Substances in the Bodies of Fish and Shellfish>"
(Yakushokuhatsu No. 0331-7, Heisei 23/3/31; Seikyoku No. 5, Kanpokihatsu No. 110331009,
Heisei 23/3/29; and OECD Guidelines for Testing of Chemicals, “No.305, Bioaccumulation in
Fish: Aqueous and Dietary Exposure” (adopted on October 2, 2012).

2.1 Acute toxicity test (96-h L.Cso) in Zebrafish (Danio rerio) for setting the substance
concentration (SOP 2.6)
A 96-h LC50 value was obtained at concentrations set based on the results of preliminary test
(performed with reference to the method of OECD Test Guideline 203).
(1) Test fish
Zebrafish (Danio rerio)
Lot No. : 150310
Supplier: Kamihata Fish Ind., Ltd.
(292-1 Chigusa-cho, Hanamigawa-ku, Chiba City, 262-0012 Japan)
Date received: March 10, 2015
Mean total length: 3.4+ 0.1 cm
Mean bodyweight: 0.25 £0.02 g
Acclimation period: from March 10 to May 12, 2015
Receiving and acclimation procedures were based on SOP 2.1 and SOP 2.5.
(2) Test solution
Vehicle (Dispersant): Polyoxyethylene Sorbitan Monooleate (Tween 80)
Preparation of a stock solution: A test substance and 4 times the amount of Tween 80 as the test
substance were weighed into a glass sample tube and mixed while heating.
Boiling ultrapure water was added to the mixture. After cooling to room
temperature with stirring, ultrapure water was added to prepare a 1000
mgL! stock solution. This stock solution was diluted with test for water
(see (6)) to obtain test water.
(3) Test temperature 25.1 £0.1°C
(4) Test aquarium Glass with 4 L capacity
(5) Exposure method Semi-static method (replacing water after 48 hours)
(6) Water for test (water for dilution)
Dechlorinated city water of Saitama (hereafter, referred to as “water”)
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As aresult of the water quality test, it was confirmed that the items shown in Reference 10
comply with the “water quality standards for fisheries water”.

(7) Number of fish 10 fish/4 L test aquarium

(8) Experiment period from May 12 to May 16, 2015

(9) Sensitivity test of Danio rerio
A sensitivity test was conducted using CuSO4 * SH>O as a standard substance, and fish from the
same lot that passed our specified value (96-h LCso: 0.08 to 0.3 mgL!') were used as test fish.

(10) Test results
The test substance was dispersed using a 4-times amount of Tween 80. When the concentration
of the test substance should be set so that Tween 80 concentration does not exceed 100 mgL,
the upper limit of test substance concentration is 25 mgL™!. Since the 96-h LCso value in the
preliminary test was greater than 25 mgL!, a limit test with a maximum concentration of 25
mgL! was applied. As a result, the 96-h LCso value was confirmed to be greater than 25.6 mgL-
I The concentration of the test substance is the initial measured value determined by HPLC (see
the table below).

Test water Mortality (%)
Compound Concentration
1 24 h 48 h 72 h 96 h
(mgL™)
o 0.5 50 80 100 100
CuSOys * SH20 (sensitivity test) 0.05 0 0 0 0
Test substance 25.6 0 0 0 0
Control (water with Tween 80) 100 0 0 0 0
Control (water) - 0 0 0 0

2.2 Performance of the bioconcentration test
(1) Test fish

To confirm the bioconcentration in fish, the carp (Cyprinus carpio), representative fish species in

Japan, was selected (SOP 2. 1-2) as the test fish.

Common carp: Cyprinus carpio (Lot No. 150518 No.3)

Supplier: Kitamura Carp Breeding Farm (12-388 Gunchiku, Yashiro-shi,
Kumamoto Prefecture, Japan)

Date purchased: May 18, 2015

Feeding and acclimation:
After being received by the Institute of Ecotoxicology Co., Ltd., the fish with
a total length of approx. 8.0 £ 4.0 cm were selected (SOP 2.4). After treatment
with Elevage® (4-[2-(5-nitro-2-furanyl)ethenyl]benzoic acid, sodium salt) and
rock salt, acclimation was started in acclimation tank No. 1 (SOP2.3, SOP2.5).



Finally, they were acclimatized at water temperature 25 + 2.0°C for 7 days and
used for the test, after confirming that the mortality rate was less than 5%.
Test fish: Mean body weight 4.45 +0.33 g (SOP 2.8)
Mean total length 7.8+0.1 cm (SOP 2.8)
Mortality of fish during the experiment (SOP 2.7)
High exposure level 0%
Low exposure level 0%
Control 0%
Lipid contents (by chloroform/methanol extraction method)
Before experiment 4.1% (Mean value, n=2) (SOP 2.9)
After experiment  3.8% (Mean value, n=2) (SOP 2.9)
(The conditions of the test fish were shown in Ref. 11)

(2) Feeding pellet
Feed type: Maruha-jirushi compound feed for juvenile carp C-2
Crude proteins 42.0%
Crude lipids 3.0%

Manufacturer:  Hayashikane Sangyo Co., Ltd.

Feeding method: fed every day in an amount of approximately 1.5% of the bodyweight, except
the day before sampling on which no feed was given.

(3) Conduct of the test
Water for test:  as described in Section 2.1 (6).
Solution of the test substance

Preparation of a stock solution:

A test substance and 4 times its amount of Tween 80 were weighed into a glass
sample tube and mixed while heating. Boiling ultrapure water was added to
the mixture. After cooling to room temperature with stirring, ultrapure water
was added to prepare a 1000 mgL! stock solution. This stock solution was
diluted with water to obtain test water.

High exposure level (Level 1):
The stock solution was diluted with water to 2.0 mgL"!. This was further
diluted with water and continuously supplied to the test aquarium.

Low exposure level (Level 2):
The stock solution was diluted with water to 0.2 mgL!. This was further

diluted with water and continuously supplied to the test aquarium.



Control: A 8 mgL! solution of Tween 80 was diluted with water and continuously
supplied to the test aquarium.
Bioconcentration test equipment: see Ref. 1
Test aquarium: “Flow-through system”
Glass with 100 L capacity (amount of test water 50 L)
Flow rate: 300 mL min™! (432 L day™!)
No. 1: High exposure level (Level 1), No. 2: Low exposure Level (Level 2),
No. 3: Control
Test concentration:
The concentration of the test substance was set below its solubility in water i.e. 2.3 x 107
mgL!. Since the 96-h LCs in the zebrafish was greater than 25.6 mgL!, 1/1280 and 1/12800

were used for safety factors, and the concentrations were set as shown in the following table.

Exposure level High (Level 1) Low (Level 2) Control

Concentration of

the test substance

Concentration of
Tween 80

0.02 mgL! 0.002 mgL™! -

0.08 mgL’! 0.008 mgL! 0.08 mgL’!

Test condition:
Temperature of test water: 24.7 £ 0.3°C
pH of test water: 7.6 £ 0.1
DO of test water: 7.36 + 0.22 mgL’!
(Temperature, pH and DO on each analytical day were shown in Ref. 2-2)
Total organic carbon concentrations in the test water (SOP 2.12):
High exposure level (Level 1) 0.4886 mgL!
Low exposure level (Level 2) 0.1364 mgL’!
Control (with dispersant) 0.2262 mgL!
(10 mgL! or less in all 3 groups).
Light type: UV- cut fluorescent lamp
Photoperiod: Approximately 10 hours per day
Experiment period: from June 10 to July 8, 2015
Analysis schedule: shown in Section 2.8.
Number of test fish: High exposure level (Level 1) 45
Low exposure level (Level 2) 45
Control 15
Number of analyzed fish and number of repetitions:
2 fish were paired for a single analysis with 2 repetitions (n=2)

2 fish were paired for analysis of the Control Group (n=1)
9



2.3 Analyses of fish and test water

2.3.1 Analytical method for fish (SOP 2.11)
Pretreatment:
On each analysis day, 6 fish each from Level 1 and Level 2, and 2 fish from Control are sampled
using a landing net. After immersing them in ice water and suspending them, the surface of the
fish was washed with tap water and then lightly wiped with gauze. Body weight was measured
to the nearest 0.01 g on a balance (SOP/INS/4.2.2), and the total length, from the tip of the mouth
to the tip of the tail fin, to the nearest 0.1 cm. In each test group, 2 fish were used as one sample
in duplicate analysis. Remaining fish are put into a plastic container and stored in a freezer after
wrapped separately with aluminum-foil and packed in a plastic bag (SOP 2.15). Fish were put
into a homogenizer cup after slicing. After adding 70 mL of acetonitrile, the mixture was
homogenized at 9000 r.p.m. for 6 min (SOP/INS/4.17.2). The homogenate was transferred to a
centrifuge tube. The homogenizer cup was rinsed twice with 5 mL of acetonitrile and the
washings were added to the centrifuge tube. After centrifugation for 15 min (9000 r.p.m., at
approximately 10°C) (SOP/INS/4.16.3), the supernatant was filtered (Advantech Toyo glass
filter GC50) into a 100 mL measuring flask. The filter paper was rinsed with 5 mL of
acetonitrile, and the volume was adjusted to 100 mL with acetonitrile. 10 mL was aliquoted to a
50 mL round-bottom flask and dried under reduced pressure using a rotary evaporator
(SOP/INS/4.14.3.2) (water bath 40°C). The residue was dried by blowing air.
Separately, a Sep-Pak Florisil (Waters, Milford, MA, USA) was conditioned by eluting 5 mL of
n-hexane. The fish extract in the round-bottom flask was dissolved in 3 mL of n-hexane and
injected into the conditioned Sep-Pak florisil, and processed in the following order.
(1) The inside of the round-bottom flask was washed with 5 mL of n-hexane, and the washing
was injected. (2) 5 mL of n-hexane/dichloromethane (2:1, v/v) was injected into the Sep-Pak, and
the eluates (1) and (2) were received in a 50 mL round-bottom flask. The flow rate was
approximately 3 mL/min throughout (1) and (2). The eluate was dried using a rotary evaporator
(water bath 40°C). The dried content was dissolved in a small amount of acetonitrile, and
transferred to a 1 mL measuring flask while washing. The volume was adjusted to 1 mL and
used for high performance liquid chromatography (HPLC) measurement.

The pretreatment process is shown in the following flowsheet.
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Test fish
(1 sample with two fish)

o Measurements of the total length and bodyweight

o Slicing

o Transferred to a homogenizer cup
<«Acetonitrile 70 mL

e Homogenized (9000 r.p.m., 6 min.)

<«Acetonitrile 2 X5 mL

(Washing the homogenizer cup)

o Centrifuge (9000 r.p.m., at approximately 10°C, 15 min.)

[
Residue Supernatant

o Filter (Advantech Toyo glass filter GC50) into a 100 mL volumetric flask
«Acetonitrile 5 mL (wash the filter paper)
o Adjust to 100 mL with Acetonitrile

Sep-Pak Florisil Fixed volume solution
e Conditioning —Take 10 mL by a hole pipette
<«n-Hexane 5 mL e Evaporate under reduced pressure (Water bath 40°C)

<n-Hexane 3 mL

® Development
(1) n-Hexane 5 mL)
(2) n-Hexane/dichloromethane (2:1) 5 mL

Eluates (1), (2)

e Evaporate under reduced pressure (Water bath 40°C)
<«Acetonitrile
o Adjust to 1 mL with Acetonitrile

Fixed volume solution
[

HPLC

2.3.2 Analytical method for test water (SOP 2.10)
Pretreatment:
Test water, approximately 200 mL and 300 mL from Level 1 and 2, respectively, was sampled
from the central area of each aquarium. After waiting for sedimentation of floating dust and etc.,
a supernatant, 100 mL and 200 mL for Level 1 and 2, respectively, was measured using a
measuring cylinder, and transferred to a 200 mL and a 300 mL separatory funnel, respectively.
The cylinder was rinsed with a small amount of ultrapure water and the washings were added to
the separatory funnel. Dichloromethane (50 mL each for Level 1 and Level 2) was added and the
contents were shaken vigorously for 5 min (SOP/INS/4.15). After standing until the two layers
become transparent, the lower layer (dichloromethane) was transferred to a 100 mL Erlenmeyer

flask. 10 g of anhydrous sodium sulfate was added and allowed to stand for 30 min or longer to
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remove water. After that, sodium sulfate was removed by filtering (Advantech Toyo glass filter
GC50) into a 100 mL round-bottom flask. The filter paper and the flask were washed three times
with 5 mL of dichloromethane, and washings were also filtered to the round-bottom flask. The
filtrate was evaporated to dryness (water bath 40°C) using a rotary evaporator
(SOP/INS/4.14.3.2). The dried content was dissolved in a small amount of acetonitrile and
transferred to the measuring flask (10 mL for Level 1 and 2 mL for Level 2) while washing.
After adjusting to each volume, resulting solution was used for HPLC measurement.

The pretreatment process is shown in the following flowsheet.

Test water

e Sampling: 200 mL for Level 1, 300 mL for Level 2,
(wait for sedimentation of floating dust, etc.)
e Measurement: 100 mL for Level 1, 200 mL for Level 2
(with a measuring cylinder)

o Transfer to a separatory funnel
<«Wash the cylinder with a small amount of ultrapure water
<«Dichloromethane 50 mL

o Shake at Gauge 7 for 5 min

o Stand until the 2 layers became clear

Upper phase Lower phase
(Aqueous layer) (Dichloromethane)

o Transfer to a 100 mL Erlenmeyer flask
<Anhydrous sodium sulfate 10 g (Dried for more than 30 min)
o Filter (Advantech Toyo glass filter GC50)
<«Dichloromethane 5 mLx3

(wash the Erlenmeyer flask and filter paper)

Filtrate (Level 1) Filtrate (Level 2)
e Evaporate to dryness (Water bath 40°C) e Evaporate to dryness (Water bath 40°C
<—Acetonitrile «Acetonitrile
o Adjust to 10 mL with Acetonitrile e Adjust to 2 mL with Acetonitrile

Fixed volume solution

I
HPLC

The water analysis for Control at the start of the test followed the method for Level 2.

2.3.3 Quantification method
[for fish analysis]
<Apparatus>
High performance liquid chromatography LC-10A (Shimadzu Corporation)
System No. 6 (SOP/INS/4.11.5)

12



<Analytical conditions>

Column Asahipak C8-50 4E 4.6 x 250 mm (5 um) (Lot No. P103321)
Showa Denko K.K.

Mobile phase Acetonitrile/water (85:15)

Flow rate 1.0 mL/min

Temperature 40°C

Detector UV-VIS 214 nm

Injection rate 20 uL

<Quantitative calculation>

Instrument LCsolution (Shimadzu Corporation)

Calculation method  2-point calibration method (Absolute calibration method)

The quantification of samples was performed on the analysis day by calibration using two
standard solutions.

[For water analysis]

< Apparatus >

High performance liquid chromatography LC-10A (Shimadzu Corporation)
System No. 6 (SOP/INS/4.11.5)

<Analytical conditions>
Column InertSustain C18 4.6 x 250 mm (5 um) (Lot No. 1BR98005)
GL Sciences Inc.

Mobile phase Acetonitrile
Flow rate 1.0 mL/min
Temperature 40°C

Detector UV-VIS 214 nm
Injection rate 20 uL

<Quantitative calculation>

Instrument LCsolution (Shimadzu Corporation)

Calculation method  Two-point calibration method (Absolute calibration method)

The quantification of samples was performed on the analysis day by calibration using two
standard solutions.

® The UV/visible absorption spectrum of the test substance is shown in Ref. 12.
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2.4 Calibration curve by HPLC for fish analysis

2.4.1 Preparation of standard solutions
The test substance, each 4.90 mg and 3.10 mg, was weighed with a balance, Mettler Toledo
XS105DU (SOP/INS/4.1.4), into a 50 mL measuring flask, and the volume was adjusted with
acetonitrile. The concentrations of these solutions were 97.9020 mgL! and 61.9380 mgL,
respectively, when considering the purity. Each solution was diluted with acetonitrile to prepare

standard solutions for calibration curve.

2.4.2 Preparation of calibration curve
A calibration curve was prepared using the standard solutions prepared in Section 2.4.1 to

confirm the linearity for quantitative measurement.

Solution | Concentration Peak area (Y]
No. [X] (mg L") [Y] 240000 »

1 0.0979 2151

2 0.6194 15037

3 0.9790 23500 §

4 6.1938 154396 = 120000

5 9.7902 237859 &
Correlation formula: Y =24459.1955 X + 99.4172

(by least square method) 0 0 s 10 [X]

Correlation coefficient: r = 1.000 Concentration (mgL!)

® The chromatograms for preparing the calibration curve is shown in Ref. 6-1.

2.5 Calibration curve by HPLC for water analysis

2.5.1 Preparation of standard solutions
The test substance, each 4.82 mg and 3.16 mg, was weighed with a balance, Mettler Toledo
XS105DU (SOP/INS/4.1.4), into a 50 mL measuring flask, and the volume was adjusted with
acetonitrile. The concentrations of these solutions were 96.3036 mgL! and 63.1368 mgL,
respectively, when considering the purity. Each solution was diluted with acetonitrile to prepare

standard solutions for calibration curve.
2.5.2 Preparation of calibration curve

A calibration curve was prepared using the standard solutions prepared in Section 2.5.1 to

confirm the linearity for quantitative measurement.

14



Solution | Concentration Peak area [Y]

No. [X] (mg L) [Y] 280000
1 0.0963 2745
2 0.6314 18011
3 0.9630 27867 §
4 6.3137 178107 = 140000
5 9.6304 275278 &

Correlation formula: Y =28482.0941 X—53.6066
(by least square method) 0 0 5 o [X]

Correlation coefficient: r=1.000 Concentration (meL™)

® The chromatograms for preparing the calibration curve is shown in Ref. 6-2.

2.6 Recovery test and blank test for the test substance

2.6.1 Recovery from fish (SOP 2.11)
Fish bodies (two fish for one sample) were crashed with a blender after mincing. After adding
the acetonitrile solution (0.2 mL) of the test substance, pretreatment was processed according to
“2.3.1 Analytical method for fish” for HPLC analysis. The recovery rates were shown in the
following table. The amount of test substance added, 1.964 pg, was calculated to be 0.376 nugg™
for a fish weight of 2.61 g (5.22 g/2 fish), which is equivalent to a bioconcentration factor (BCF)
of approximately 188-fold in Level 2 (0.002 mgL") group.

Added group
. Amount added Amount
. . Fixed . Recovery
Sample | Fish weight Concentration recovered
volume Calculated rate
No. (® factor Measured . (measured
(mL) concentration (%)
area 1 area)
(mgL™)
2.47
1 273 100 1/10 4594 0.1964 3936 85.7
2.54
2 555 100 1/10 4594 0.1964 3912 85.2
2.66
3 759 100 1/10 4594 0.1964 3613 78.6

Mean recovery rate: 83.2 + 3.2%
<Background of the fish>

After measuring weight and total length, fish bodies (two fish as one sample) were crashed with a

blender after mincing. After adding 0.2 mL of acetonitrile, pretreatment was processed

15



according to “2.3.1 Analytical method for fish” for HPLC analysis. No peak corresponding to

the test substance was detected.

Control group

Sample FISh. Fixed Concentration Measured
bodyweight volume
No. factor area
(€9) (mL)

3.01

1 546 100 1/10 N.D.
2.40

2 273 100 1/10 N.D.
2.84

3 544 100 1/10 N.D.

® The chromatograms for calculating the recovery rates from fish are shown in Ref. 7-1.

2.6.2 Recovery from test water (SOP 2.10)

Water for fish breeding was collected, and the test substance solution (dispersed with Tween 80)
was added. Pretreatment was processed according to “2.3.2 Analytical method for water” for

HPLC analysis. As shown in the following table, the mean recovery rates of the test substance

were 91.8 £ 1.2% and 97.8 £ 1.4% for Level 1 and Level 2, respectively.

Recovery rate for Level 1 (Added group)

Amount of . Amount added
Fixed Amount Recovery
Sample water Calculated
volume Measured . recovered rate
No. sampled (mL) area concentration (measured area) (%)
(mL) (mgL™")
1 100 10 5521 0.1932 5027 91.0
2 100 10 5521 0.1932 5005 90.7
3 100 10 5521 0.1932 5160 93.5
Mean recovery rate: 91.8 £ 1.2%
Recovery rate for Level 2 (Added group)
Amount of Fixed Amount added Amount Recovery
Sample water Calculated
volume Measured . recovered rate
No. sampled (mL) areas concentration (measured area) (%)
(mL) (mgL™")
1 200 2 5590 0.1975 5394 96.5
2 200 2 5590 0.1975 5433 97.2
3 200 2 5590 0.1975 5578 99.8

16
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<Background of the test water>
Water for fish breeding was collected, and Tween 80 was added. Pretreatment was processed

according to “2.3.2 Analytical method for water” for HPLC analysis. No peak corresponding to

the test substance was detected for both Level 1 and Level 2.

Control for Level 1 Control for Level 2
Sample Sampling Fixed Measured Sample Sampling Fixed Measured
N volume volume r N volume volume
0. (mL) (mL) area 0. (mL) (mL) area
100 10 N.D. 200 2 N.D.
2 100 10 N.D. 2 200 2 N.D.
3 100 10 N.D. 3 200 2 N.D.

® The chromatograms for calculating the recovery rates of the test substance from water are

shown in Ref. 7-2.

2.7 Quantification limit

2.7.1 Quantification limit for fish
In the HPLC chromatogram of fish analysis, no background peak was observed at the position of

the test substance. The following table shows the quantifiable bioconcentration factor when the

peak area of 300 was set as the detection limit.

Concentration Detection limit | Quantification Bioconcentration factor®
set for exposure concentration? limit? Level 1 Level 2
(mgL™") (nggh (0.02 mgL™h) (0.002 mgLh
Level 1
0.02 mgl.? 0.0082 0.0189 1-fold or greater | 9-fold or greater
Level 2
0.002 mgL"!

1) The detection limit concentration was calculated from the calibration curve in Section 2.4.2.

2) The quantification limit for fish was calculated by the following formula.
Calculations were performed with a fish weight of 5.22 g (2.61 g per fish, 2 fish for 1 sample), a recovery rate of

83.2%, a fixed volume of 100 mL, and a concentration factor of 1/10.

Detection limit (mgL") x Fixed volume (mL) x Concentration factor
X 100

Quantifiable limit (ugg™') =
Recovery rate (%) x Fish weight (g)

3) Quantification limit (ugg™)

Bioconcentration factor (BCF) =
Concentration set for exposure (theoretical value) (mgL™")

17



2.7.2 Quantification limit for test water
In the HPLC chromatogram of water analysis, no background peak was observed at the position
of the test substance. The following table shows the quantification limit when the peak area of

300 was set as the detection limit.

Concentration e o) -1
set for exposure Detection limit Quantification limit™ (mgl.")
concentration” Level 1 Level 2
Level 1 Level 2 (mgL") (0.02 mgL) (0.002 mgL")
0.02 mgL™! 0.002 mgL-! 0.0124 0.00135 0.000127

1) The detection limit concentration was calculated from the calibration curve in Section 2.5.2.

2) The quantification limit for the test water was calculated by the following formula.
Calculations were performed with fixed volume: 10 mL for Level 1 and 2 mL for Level 2, recovery rate: 91.8%
for Level 1 and 97.8% for Level 2, and amount of water sampled: 100 mL for Level 1 and 200 mL for Level 2.

Detection limit (mgL") x Fixed volume (mL)

Quantification limit (mgL!) = x 100

Recovery rate (%) x Amount of water sampled (mL)

2.8 Preliminary test
Test fish (Cyprinus carpio) were exposed to the concentration of Level 1 (0.002 mgL™!) under the
flow-through system. On day 7 of exposure, test water and fish (2 fish for 1 sample, n=2) were
collected and analyzed according to ~*2.3.1 Analytical method for fish" and “*2.3.2 Analytical
method for water". As a result, BCFs in duplicate of the test substance were found to be 62-fold
and 51-fold.

2.9 Schedule of analyses for fish and test water

Analyses were conducted according to the following schedule:

. Days after Analysis for Analysis for
Sampling date
exposure Test group Control group
water and fish
Exposure June 10, 2015 0 water lipid contents
? ;glzgys) June 17, 2015 7 water and fish —
June 24, 2015 14 water and fish —
July 1, 2015 21 water and fish —
July 6, 2015 26 water and fish —
. fish
July 8, 2015 28 water and fish lipid contents

On the day of water analysis, pH, DO (set to approximately 7 mgL') and water temperature in

each aquarium were measured and recorded (pH meter: SOP/INS/4.3.3, DO meter:

SOP/INS/4.4.4).
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Water analysis was performed according to “*2.3.2 Test water analysis method" in compliance
with SOP 2.10 (measurement for concentration of the test substance in test water). The variation
was confirmed to be within £20% of the average measured value during the test period.

Fish analysis was performed according to "2.3.1 Analysis method for fish" in compliance with
SOP 2.11 (measurement of concentration of test substance in test fish). The lipid content was
determined by the “chloroform-methanol extraction method” in compliance with SOP 2.9
(Determination of lipid content of test fish). The variation at the start and end of the experiment
was confirmed to be within +25%.

Storage of fish before analysis and disposal of waste during analysis were performed according
to SOP 2.15 (storage before analysis of fish) and SOP 2.16 (disposal of waste during analysis of
fish).

3. Test results
3.1 Concentration of the test substance in test water

Concentrations of the test substance in test water (mgL™!) are shown in the following table.

Days after
exposure 0 7 14 21 26 28
Test group
Level 1 0.0179 0.0201 0.0203 0.0181 0.0202 0.0198
Level 2 0.00176 0.00200 0.00198 0.00175 0.00185 0.00185

® Analytical data for test water are shown in Ref. 5.

Based on the above results, the mean concentration and standard deviation during the test period

were calculated as follows.
Level 1: 0.0194 +0.00100 mgL!
Level 2: 0.00186 + 0.0000967 mgL™!

Calculation was performed by the following formula.

Mean Standard deviation

_ Zn:xi Zx i:(x[—})2 Zx2—(2x)2/n
=l _ —q/.i=l _

o n n In n n

® The time-dependent changes in concentration in water, water temperature, pH and DO are
shown in Ref. 2. The chromatograms of analysis on days 0, 7, 14, 21, 26 and 28 of exposure are

shown in Ref. 9-1, and those for Control group are shown in Ref. 9-2.
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3.2 Bioconcentration factor (BCF)
Results of this test confirmed that the bioconcentration factor (BCF) of the test substance reached
a steady state by 28th day of exposure in both Level 1 and Level 2. Therefore, the exposure was
terminated on day 28. The following table shows the BCF of the test substance for each analysis

day.
Level 1 Level 2
Days after . ) ' .
exposure Sample No. | Bioconcentration Sample No. Bioconcentration
(n=2) factor (BCF) (n=2) factor (BCF)
7 No. 1 22 No. 1 20
No. 2 16 No. 2 23
14 No. 1 14 No. 1 14
No. 2 18 No. 2 14
21 No. 1 12 No. 1 14
No. 2 18 No. 2 10
26 No. 1 15 No. 1 29
No. 2 21 No. 2 20
28 No. 1 12 No. 1 22
No. 2 30 No. 2 <7

(Note 1) Analysis was performed in duplicate (n=2), No.1 and No.2, respectively, where 2 fish were used as 1
sample.

(Note 2) The fish weight and other data of analysis are shown in Ref. 4, and the chromatograms of analysis on days
7, 14,21, 26 and 28 are shown in Ref. 8-1. The chromatograms for Control group are shown in Ref. 8-2.

(Note 3) The time-dependent change in the BCF is shown in Ref. 3.

(1) Mean and standard deviation of bioconcentration factor (BCF)
The mean and standard deviation of BCF during the experiment period are:
Level 1: 18 =5 (n=10)
Level 2: 18 = 6 (n=9)

Calculated as:
Concentration of the test substance in fish (ugg')

BCF =
Concentration of the test substance in the aquarium (mgL!)
Mean Standard deviation
S Ta
X = i=1 = —
n n

(2) Confirmation of steady state
Since the BCFs were less than 50-fold throughout the exposure period, both Level 1 and Level 2

groups were considered to have reached steady state, and the exposure was terminated on day 28.
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Variation (%) of the BCF in three measurements at intervals of 48 h or longer in Level 1 group
was as follows:

6
Variation (%) = 1—8 X 100 =33

(Calculated from the BCFs on 21, 26, and 28 days after exposure)

In Level 2, variation (%) of the BCF was not calculated, because the concentration in fish on day

28 (1 out of 2 samples) was below the detection limit.

Standard deviation of BCF for 3 consecutive time points

Variation (%) =
Mean BCF for 3 consecutive time points

< Reference items>

The test fish in Control group (n=1) were analyzed on day 0, before the start of exposure, and on
day 28, after the end of exposure. No peaks were detected at the position of the test substance in
the HPLC chromatograms, as observed in the recovery test for Control group. The

chromatograms are shown in Ref. 8-2.

3.3 Evaluation and discussion of the results and conclusion
The 96-h LCs of the test substance S510 in Zebrafish (Danio rerio) was greater than 25.6 mgL™.
Since the solubility in water was 2.3 X 107 mgL“, concentrations of the test substance in water
were set at 0.02 mgL! for the high exposure level (Level 1) and 0.002 mgL! for the low
exposure level (Level 2). According to the results, the bioconcentration factor (BCF) was less
than 50-fold both in Levels 1 and 2. Thus, steady state was considered to have reached by day 28
of exposure in both levels. As a result, bioconcentration of the test substance in fish was

confirmed to be low.
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Reference 1 Outline of equipment for bioconcentration test

C

A: Tap water

B: Filter/Activated charcoal tank
(Dechlorination equipment)

C: Water tank for water
(Dechlorinated water)

D: Regulator for flow rate and mixing ratio
D-1: Water for test
D-2: Test substance stock solution

23

Tank for stock solution of test substance
(10L)

Mixing tank (2L) (Mechanical stirrer)
Test aquarium (60L)

G-1: Aeration

G-2: Temperature regulator/heater



Reference 2 Aquatic environment (concentrations, water temperature, pH, and DO)
2-1 Concentration of the test substance in water

® Level 1 W Level 2

= 0.1000

o0

E

£ P ° ° ° @
£ 00100

=l

5 [ ] = = u N
8 0.0010

§

2

2

Z  0.0001

= 0 7 14 21 28

Days after exposure

2-2 Measurement of water temperature, pH and DO in water
The aquatic environment was measured at a fixed time (10 a.m.). For pH and DO, water was
sampled from the center of the aquarium and measured with a pH meter (SOP/INS/4.3.3) and a
DO meter (SOP/INS/4.4.4), respectively. The results are shown in the following table.

Level 1 Level 2 Control
Days of Water Water Water
exposure DO DO DO
temperature pH (mgL) temperature pH (mel") temperature pH (mgL")
°0) 0 °C)
24.5 7.5 7.11 24.5 7.5 7.07 24.5 7.5 714
7 24.8 7.6 7.11 243 7.5 7.29 244 7.6 7.59
14 25.3 7.6 7.14 24.9 7.6 7.32 249 7.6 7.57
21 24.8 7.7 7.16 24.5 7.7 7.04 244 7.7 7.49
26 252 7.6 7.49 25.0 7.6 7.60 24.7 7.6 7.61
28 24.6 7.6 7.54 24.7 7.6 7.61 24.6 7.7 7.69
[DO in water]
Hlevell @Ilevel2 A Control
9.00
— 8.00
S| A A [ ]
2 g 2 A ]
E 700 ® |
Q
A
6. 00
5.00
0 7 14 21 28

Days after exposure
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Reference 3

[Level 1]

Bioconcentration factor (BCF)

1000

100

10

[Level 2]

Bioconcentration factor (BCF)

1000

100

10

Time-dependent changes in bioconcentration factor

: : . s |
7 14 21

Days after exposure

28

d: Detection limit or below

7 14 21

Days after exposure
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Reference 4 Fish analysis data

[Level 1]
Item A B C D E F G H I J K
Fixed | Concentration Concentratllon AmOl_mt Fish Recovery | Concentration | Concentration |Concentration

Peak from 2-point deposited . o . Date of
Sample volume factor . e weight rate in fish in water factor
(n=2) (mL) | in preparation area calibration curve in fish @ %) (gg™) (meL) (BCF) measurement

(mgL™ (ng)
Day 7 No.1 100 1/10 8558 0.3541 3.541 9.42 [4.68, 4.74] 83.2 0.452 0.0201 22 6.17.2015
17.
Day 7 No.2 100 1/10 5860 0.2450 2.450 9.18 [4.88, 4.30] 83.2 0.321 0.0201 16
Day 14 No.1 100 1/10 5096 0.2069 2.069 8.90 [4.36, 4.54] 83.2 0.279 0.0203 14 6.24.2015
Day 14 No.2 100 1/10 6776 0.2747 2.747 8.85[4.26, 4.59] 83.2 0.373 0.0203 18 o
Day 21 No.1 100 1/10 3990 0.1571 1.571 9.04 [4.62, 4.42] 83.2 0.209 0.0181 12 719015
Day 21 No.2 100 1/10 6267 0.2482 2.482 9.38 [4.64, 4.74] 83.2 0.318 0.0181 18 o
Day 26 No.1 100 1/10 5893 0.2343 2.343 8.99 [4.52,4.47] 83.2 0.313 0.0202 15 7 69015
Day 26 No.2 100 1/10 8049 0.3185 3.185 9.21 [5.10, 4.11] 83.2 0.416 0.0202 21 o
Day 28 No.1 100 1/10 3890 0.1561 1.561 8.18 [4.51, 3.67] 83.2 0.229 0.0198 12 789015
Day 28 No.2 100 1/10 10446 0.4184 4.148 8.45 [4.47, 3.98] 83.2 0.590 0.0198 30 o
Calculation methods: Amount deposited in fish E=AxBxD
Concentration in fish H = _Ex100 F: total weight for 2 fish
FxG
Concentration factor (BCF) J = H

I

(Note) Analysis was performed in duplicate (n=2), No.1 and No.2, respectively, where 2 fish were used as 1 sample.
The weight of each two fish is shown in [ ] of column F.



LT

[Level 2]

Items A B C D E F G H I J K
Fixed | Concentration Concentratl(.)n AmOl_mt Fish Concentration | Concentration | Concentration
from two-point | deposited . Recovery rate o . Date of
volume Factor Peak area . e weight in fish in water factor
(mL) | in preparation calibration curve in fish @ (%) (gg™) (mgL™) (BCF) measurement
Samples (mgL™") (ng)
Day 7 No.1 100 1/10 524 0.0292 0.292 8.98 [4.97, 4.01] 83.2 0.0391 0.00200 20 6.17. 2015
7.
Day 7 No.2 100 1/10 633 0.0336 0.336 8.91 [4.28, 4.63] 83.2 0.0453 0.00200 23
Day 14 No.1 100 1/10 463 0.0199 0.199 8.82 [4.48, 4.34] 83.2 0.0271 0.00198 14 6.24. 2015
Day 14 No.2 100 1/10 467 0.0200 0.200 8.65 [4.37,4.28] 83.2 0.0278 0.00198 14 o
Day 21 No.1 100 1/10 499 0.0175 0.175 8.49 [4.12,4.37] 83.2 0.0248 0.00175 14 712015
Day 21 No.2 100 1/10 370 0.0123 0.123 8.45 [4.21, 4.24] 83.2 0.0175 0.00175 10 o
Day 26 No.1 100 1/10 1009 0.0436 0.436 9.72 [4.66, 5.06] 83.2 0.0539 0.00185 29 76,9015
Day 26 No.2 100 1/10 642 0.0292 0.292 9.51 [4.59,4.92] 83.2 0.0369 0.00185 20 o
Day 28 No.1 100 1/10 649 0.0283 0.283 8.29 [3.91, 4.38] 83.2 0.0410 0.00185 22 782015
Day 28 No.2 100 1/10 N.D. <0.0082 <0.082 8.09 [3.81, 4.28] 83.2 <0.0122 0.00185 <7 o

Calculation methods:

Amount deposited in fish

Concentration in fish

Concentration factor (BCF)

E=AxBxD

H = E x 100
FxG
H

J =
I

F: total weight for 2 fish

(Note) Analysis was performed in duplicate (n=2), No.l and No.2, respectively, where 2 fish were used as 1 sample.
The weight of each two fish is shown in [ ] of column F.
In column C, the peak area of 300 was set as the detection limit, and samples below the detection limit were indicated as N.D.
E for N.D. was calculated by substituting the detection limit (0.0082 mgL™') into D in the formula.
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[Control]

Items A B C D E F G H I J K
Concentration Amount
Fixed Concentration from 2-point . Fish Recovery | Concentration | Concentration | Concentration
Peak o deposited . o . Date of
volume Factor area calibration in fish weight rate in fish in water factor measurement
(mL) in preparation curve (e (2) (%) (nggh (mgL™) (BCF)
Samples (mgL™") He
Day 0
(at start of 100 1/10 N.D. - - 9.05 [4.02, 5.03] - - - - 6.10.2015
exposure)
Day 28
(at end of 100 1/10 N.D. - - 9.16 [4.35, 4.81] - - - - 7.8.2015
exposure)

(Note) The peak area of 300 was set as the detection limit, and samples below the detection limit were indicated as N.D.




6¢C

Reference 5

Water analysis data

[Level 1]
Items A B C D E F G H
Fixed Concentration Absolute amount | Amount of .
volume calculated by . . Concentration
. in the fixed water Recovery rate . Date of
of the | Peak area two-point . in water tank
. . . volume solution sampled (%) 1 measurement
solution calibration curve (mgL™)
Samples (mL) (mgL™)
Day 0 10 4063 0.1644 1.644 100 91.8 0.0179 6.10. 2015
Day 7 10 4718 0.1842 1.842 100 91.8 0.0201 6.17. 2015
Day 14 10 4758 0.1864 1.864 100 91.8 0.0203 6.24.2015
Day 21 10 4167 0.1664 1.664 100 91.8 0.0181 7.1. 2015
Day 26 10 4625 0.1857 1.857 100 91.8 0.0202 7.6. 2015
Day 28 10 4543 0.1821 1.821 100 91.8 0.0198 7.8.2015
Calculation methods: ~ Absolute amount in the fixed volume of solution = AxC
_ _Dx100

Concentration in the aquarium

ExF




0¢

[Level 2]

Concentration in the aquarium

ExF

Items A B C D E F G H
Fixed Concentration Absolute amount Amount of .
volume calculated by . . Concentration
. in the fixed water Recovery rate . Date of
of the | Peak area two-point . in water tank
. . volume solution sampled (%) 1 measurement
solution calibration curve (ug) (mL) (mgL™)
Samples (mL) (mgL™) He
Day 0 2 4262 0.1724 0.3448 200 97.8 0.00176 6.10. 2015
Day 7 2 5004 0.1959 0.3918 200 97.8 0.00200 6.17. 2015
Day 14 2 4938 0.1938 0.3876 200 97.8 0.00198 6.24. 2015
Day 21 2 4276 0.1707 0.3414 200 97.8 0.00175 7.1.2015
Day 23 2 4503 0.1810 0.3620 200 97.8 0.00185 7.6. 2015
Day 28 2 4522 0.1813 0.3626 200 97.8 0.00185 7.8.2015
Calculation methods: ~ Absolute amount in the fixed volume of solution D=AxC
_ Dx 100




Ie

[Control Group]

Items A B C D E F G H
Fixed Concentration Absolute amount | Amount of .
volume calculated by . . Concentration
. in the fixed water Recovery rate . Date of
of the | Peak area two-point . in water tank
. . . volume solution sampled (%) 1 measurement
solution calibration curve (Lg) (mL) (mgL™)
Samples (mL) (mgL™) He
Day 0 2 N.D. — — 200 — - 6.10.2015

(Note) The peak area of 300 was set as the detection limit, and samples below the detection limit were indicated as N.D.




Reference 6 Chromatograms for preparing calibration curve
6-1 For fish analysis

DATE: 2015/05/18
SAMPLE  : [£-277] Bioconcentration test on $510

Calibration curve

(fish analysis) RENARK p | Celibration curve (Fish analysis)
. ample 9 meg/L
Standard solution o
} x35 ANALYTICAL CONDITIONS e
0.0979 mgL! HPLC TYPE : SHIMADZD LC-104
COLUMN : Asahipak C8-50 4E 4.6x250 mm (5.um)
ELUENT : MeCl/Water (86:15)
FLOW RATE : 1.0 gL/min
WVELBNGTE ¢ Ov-vis eig
: UV-vi nm T
INJECT VOL.  : 20 sl OPERATOR. : [ 5\ a0

Erid Chrosatgram s
C:¥LabSolutions¥Data¥C2TT¥Feall. led

10,0 ' Bet.A Ch]
7.5
5.0-
2.5 l g
0_0:_... _N.J\lv‘ (P o —
0.0 2’5 50 75 100 125 180
Ein
Fk Peak Table 5k
Detector A Chl 21dmm
peak No. Time Area NAME
1 13.992 2151 $510
Total 2151

DATE: 2015/05/18
Calibration curve g%nﬁ& [[lCiZgT]thmncentf?mﬁn te?t un)SSlO
. 3 allbration curve 1sh analysis
(fish analysis) Semple D : Std. D,6194 mg/L,
Standard solutllon ﬁfeﬁmgmm ccunlﬁﬁgguﬁ*
- SH C-104
0.6194 mgL. COLUMN : Asshipak C8-50 48 4.6%250 mm (5.m)
ELUENT : MeCN/Water (85:15)
FLOW RATE : 1.0 ol/min
WVELNGH L 09 214
: UV-Vi8 214 nn
INJECT VOL. 120 ul OPERATOR : ,‘ . E,QL DD

#kk - Chromatgram s
C:¥LabSolutions¥Data¥C277¥Fcal2. led

oy
1087 Tt A Chl
7.5
5.0
2.5 i S
1 \Jt B
00l _ AN
00 25 s st 0 12 180
min
ok Peak Table Fokk
Detector A Chl 214nm
_peak No. Tine Area NAME
1 13.995 15037 S510
Total 15037
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DATE: 2015/05/18

Calibration curve
. . SAMPLE : [C-277] Bioconcentration test on $510
(fish al’laIYSlS) REMARK : Calibration curve (Fish analysis)

Standard solution Sample ID : 5td. 08740 mg/L

R ek AALYTICAL CONDITIONS i
0.9790 mgL. HPLC TYPR = SHINADZD LC-10A
COLTMN * Asahipak C8-50 4B 4.6%250 mn (5um)
ELUENT * NeCN/Vater (85:15)
FLOW RATE : 1.0 nlL/min
COLUMN TEMP 1 40 °C

WAVELENGTH : UV-ViS 214 mn S\
INJECT VOL. 20 ul, OPERATOR : ? Sapto

Kokok Chromatgram
C: ¥LabSolutlon‘:¥Data¥C27‘7¥Fca13 led

o 10,0
7.5
5.0

2.5*7

> S510 / 13.991

Det.A Ch]

0.0‘ AL

T T — T

Hokk Peak Table *ck

Detector A Chl 214nm

peak No. Time Area NAME
1 13.991 23500 8510

Total 23500

Calibration curve DATE: 2015/05/18

] H SAMPLE i [C-277] Bioconcentration test on $510
(fISh analySIS) REMARK : Calibration curve (Fish analysis)

Standard solution Sample ID : Std. 6.1938 mg/L

-1 Hokk ANALYT]CAL CONDITIONS ik
6.1938 mgL. HPLC - SHINADZU LC-10A
CDLT.TMN : Asahipak 08-50 4F 4.6%250 mn (5.m)
ELUENT : MeCN/Water (85:15)

FLOW RATE : 1.0 mL/mm
COLUMN TEMP

HE
WAVELENGTH : UV—ViS 214 nm
INJECT VOL. : 20 ul OPERATOR : ) . 530\ FC

Kk Chromatgram
C: ¥LabSo1ut1ons¥Data¥C2’TT¥FcaI4 led

0.0 25 5.0 75 10.0 12.5 15.0

nin

w00

?- Si

—

5.01

S§510 / 14.004

Det.A Chl

0o 25 5.0 s wo s

Fkk Peak Table Kokk
Detector A Chl 214mm

peak No. Time Area NAME
1 14,004 154396 8510
Total 154396
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Calibration curve
(fish analysis)
Standard solution
9.7902 mgL"!

Calibration curve
(fish analysis)
Chromatogram of
solvent for
adjustment

DATE: 2015/05/18

SAMPLE : [C-277] Bioconcentration test on S510
REMARK : Calibration curve (Fish analysis)
Sample ID : Std. 9.7902 me/L

Kkk ANALYTICAL CDNDITIONS Hokok

HPLC SHIMADZU LC-10A

CULUT : Asahipak CE-50 4E 4.6%250 m (5um)
ELUENT : MeCN/VWater (85:15)

FLOW RATE : l 0 mL/mm

COLUMN TEMP

WAVELENGTH UV—VES 214 nm
INJECT VOL. T 20 uL OPERATOR : . S\Q—DO

sk Chromatgram sk
C: ¥LabSnlutmns¥Data¥CZ’?7¥Fca15 led

oV
10.0 s Det.A Chl
7.5] B
|
5.0- [
2.5 J'
o.oi——i\f‘b —
0.0 25 5l s e s 150
nin
i Peak Table sk
Detector A Chl 214nm
_peak No. Time Area NAME
1 13.999 237859 8510
Total 237859
DATE: 2015/05/18
SAMPLE : [C-277] Bioconcentration test on S510
REMARK  : Calibration curve (Fish analysis)
Sample ID : solvent
koK ANALYTICAL GGNDITIGNS sokk
HPLC T © SHINADZU LC-10A
COLUNN : Asehipak C8-50 412 4.6%260 mn (5um)
ELUENT : MeCN/Water (85:15)
FLOW RATE : 1.0 mL/min
GVELENGET  § 09-4iS 214 -
: 1
INJECT VOL. : 20 uL OPERATOR : { . S\D\W
ok Chromatgran
C: ¥LabSolut10ns¥D&ta¥C27'ﬁ'¥FcalO led
m
10.0 Det.& ChI
7.6+
5.0
2.5 i
0.0 MJL
1|_ T — T L I T g U VLA
0.0 2.5 5.0 7.5 10.0 12.5 15.0 .
nin
ok Peak Table BHk

Detector A Chl 214nm

34



6-2 For water analysis

Calibration curve SANPLE
(water analysis)
Standard solution

0.0963 mgL! CoLon
ELUENT

Sample ID

FLOW RATE

COLUMN TEMP
WAVELENGTH
INJECT VOL.

w0k Chromatgram

DATE: 2015/05/11

¢ [C-277] Bioconcentration test on 8510
REMARK : Calibration curve
: Std. 0.0963 mg/L

wkk AN%%{TICAL CONDIT]UNS Hok

: SHIMADZU LC-10A

: InertSustain C18 4.6x250 mm (6.em)
: MeCN

: 1,0 nl/min

: 40 °C

: UV-Vi§ 214 no

: 20 ul OPERATOR :

T oo

dkk

C:¥LabSolutions¥Data¥C277¥Cal2. led

LT -

o—

PSSWU/ 14514

AN

Det.A Chi]

; .

5 10

—_|
o

Kk Peak Table ok
Detector A Chl 214nm

peak No.

Time __hrea NAME

1
Total

Calibration curve 181 ﬁnﬁlﬁﬁ
(water analy51.s) e
Standard solution

0.6314 mgL"! HPLC THFE

COLUMN
ELUENT
FLOW RATE

COLUMN TEMP
WAVELENGTH
INJECT VOL.

DATE: 2015/05/11

14.513 2745 8510

2745

: [C-277] Bioconcentration test on S510
: Calibration curve
Std. 0.6314 mg/L

*kx ANALYTICAL CONDITIDNS ko
: SHIMADZU LC-10A
: InertSustain C18 4.6x250 mm (5um)
¢ MeCN
: 1.0 nLl/min
40 °C

S OV-ViS 214 mm
120 ul OPERATOR :

Soto

ok Chromatgram sk
C: ¥Lanolut1one¥Data¥[]277¥Ca13 led

W

"o
min

10+

> S510 / 14.502

FAN

Det.A Chlj

0

5 "1

—
oY

ook Peak Table kR
Detector A Chl 214nm

peak No. Time _ Area NAME

1
Total

14.501 18011 510

18011
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Calibration curve
(water analysis)
Standard solution
0.9630 mgL"!

Calibration curve
(water analysis)
Standard solution
6.3137 mgL"!

DATE: 2015/05/11

SANPLE : [C-277] Bioconcentration test on $510
REMARK : Calibration curve

Sample ID : Std. 0.9630 me/L

*kk ANALYTICAL CON'DITIONS ok

HPLC TYPE : SHIMADZU LC-10A
COLUMN ¢ InertSustain C18 4.6%250 mn (5um)
ELUENT : MeCN
FLOW RATE : 1.0 mL/min
COLUMN TEMP : 40 °C
WAVELENGTH : UV-ViS 214 mm K\ ’1/0
TNJECT VOL.  : 20 sl OPERATOR : O h
sk Chromatgram sk
CV¥Lab$o]ut1ons¥Da‘ta¥CZTT¥Ca14 led
f
15 Dat. A ChT]
10+
5- =
s
a
A A
0 5 10 15 " 20
min
Kok Peak Table sk
Detector A Chl 214nmn
peak No. Time  Area NAME
1 14487 27867 8510
Total 27867
DATE: 2015/05/11
SAMPLE : [C-277] Bioconcentration test on S510
REMARK : Calibration curve
Sample ID : Std. 6.3137 mg/L
FAok ANALYTICA.L CDND]TIONS bkk
HPLC TYPE SHIMADZU LC-10A
COLUMN ¢ InertSustain C18 4.6x250 mm (5m)
ELUENT : MeCN
FLOW RATE : 1.0 mL/mm
T . vis 214 1
: i no
INJECT VOL. ;20 ul OPERATOR. : J , S\ N
ok Chronatgram Kok
GV¥LabSolut1ons¥[)a.ta¥C277¥CnlS led
n
157 z Det.A ChI
0] &
5,
GJ AN - - } \
i ———————— — ]
0 5 10 15 20
min

kK Peak Table Kk
Detector A Chl 214nm

peak No. Time Area NAME
1 14.463 178107 5510
Total 178107
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Calibration curve
(water analysis)
Standard solution
9.6304 mgL"!

Calibration curve
(water analysis)
Chromatogram of
solvent for
adjustment

DATE: 2015/05/11

SAMPLE : [C-277] Bioconcentration test on 8510
BEMARK : Calibration curve
Sample 1D : Std. 9.6304 me/L

ook M'IALYTICAL CONDITIONS Hokck
HPLC : SHIMADZU LC-10A
COLUMH : InertSustain C18 4.6x250 mm (5.cm)

ELUENT  NeCN

FLOW RATE : 1.0 nL/min

COLUKN TEHP - 40 °C —_

WAVELENGTI L UV-ViS 214 m J a’j’/o
INJECT VOL. - 20 ul OPERATOR : .

ok Chromatgram ok
C: ¥La.bSolut1nns¥Data¥0277¥Calﬁ led

W5

510/ 14.451]

54

Det. A Chi]

Kk Peak Table sk
Detector A Chl 214nm
peak No. Time Area, NAME

1 14.450 275278 8510
Total 275278

DATE: 2015/05/11

SAMPLE : [C-277] Bioconcentration test on $510
REMARK : Calibration curve
Sample 1D : solvent

fiid ANALYTICAL CONDITIDN‘: Fokk

HPLC : SHIMADZU LC-10A

COLUMN i InertSustain CI8 4. 6x250 mm (5.em)
ELUENT : MeCN

FLOW RATE : 1.0 nb/min

COLUMN TEMP : 40 °C

WAVELENGTH : UV-ViS 214 nm

INJECT VOL. @ 20 ul OPERATOR : ] [)fbD

Fhok Chromatgram Hkx
C: ¥L&hSqut1ons¥Data¥C27'T¥Ca.lD led

P

min

S|

o Y N

Det.A Chi

e
—
=
—
o

0

k¥ Peak Table Fkok
Detector A Chl 214nm
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7 Chromatograms for recovery rate of the test substance
7-1 For recovery from fish

Recovery test
(Fish analysis)

Standard solution
0.0979 mgL!

Recovery test
(Fish analysis)

Standard solution
0.6194 mgL!

DATE: 2015/05/26

SAMPLE : [C-277] Bioconcentration test on 8510
REMAR! : Fish recovery test
Sample ID : Std. 0.0979 mg/L

okk ANAL‘ITICAL CONDITIONS Kok

HPLC TYPE : SHIMADZU LC-10A
COLUMN

ELUENT ¢ MeCl/Water (85:1
FLOW RATE : 1.0 pL/min
COLUMN TEMP 140 C
WAVELENGTH + UV-Vi§ 214 mm
INJECT VOL. 120 plL

*kk Chromatgram

s$okk
C: ¥LabSo]ut10ns¥Data¥CZ'i’7¥Frec Stdol.led

OPERATOR :

: Asahipak C8-50 4E) 4.6x250 mm (5.m)

Soato

nV
10.01— Det. A Ch]
7.5i
5.0
2.54 3
L g
0.0——
00 2ls sl Tl wo 125 150
nin
Kok Peak Table Kokk
Detector A Chl 214nm
peak No. Time Area NAME
1 13.939 2171 8510
Total 2171
DATE: 2015/05/26
SAMPLE : [C-277] Bioconcentration test on $510
REMARK : Fish recovery test
Sample ID : Std. 0.6194 mg/L
Kok ANALYTICAL GONDITIONS stk
HPLC TYP : SHIMADZU LC-10A
COLUMN : Asahipak C8-50 4F 4.6x250 mm (5.cm)
ELUENT : MeCN/Water (85:15)
FLOW RATE : 1.0 mL/min
i -4 5 214 m
: 1 1
INJECT VOL. : OPERATOR : S [)ﬂb/o
e Chromatgram
C: ¥LabSclut1nns¥Data¥CzTT¥Frec 806.1ecd
" 0.0
' i Det.A Chl
7.5]
540i
2.5 Z
| 8
0.0 N VAN
00" 2ls 60 75 10.0 125 5.0
min
e Peak Table — #kx
Detector A Chl 214nm
peak No. Time Area NAME
1 13.813 15002 5510
Total 15002
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Recovery test
(Fish analysis)

Added Standard

solution

Recovery test
(Fish analysis)

Added group
No.1

DATE: 2015/05/26

SAMPLE : [C-277] Bioconcentration test on $510
REMARK : Fish recovery test
Sample ID : Added Std.

Hokk ANALYTICAL CONDITIUNS sokk
HPLC TYPE : SHINADZU LC-10A

COLUMN : Asahipak C8-50 4E 4,6%250 (5 uem)
ELUENT : MeCN/Water (85:15)
FLOW RATE : 1.0 nL/min

W T Sato
: OV-ViS 214 nm
INJECT VOL.  : 20 pL OPERATOR : . S Iy

*ick Chromatgram ok
C:¥LabSolutions¥Data¥C27T¥Frec Ads .lcd

oV
10.07— Det. & Chl
7.5
5.0
2.5+ g
0.0——
00" T2l sl s 100 128 1m0
min
ek Peak Table ok
Detector A Chl 214nm
peak No.  Time Area Cong. NAME
1 13.931 4594 0.1964 $510
Total 4594
DATE: 2015/05/26
SAMPLE : [C-277] Bioconcentration test on S510
REMARK : Fish recovery test
Sample ID : Added No.l
Ffok ANALYTICAL CONDITIONS ok
HPLC : SHIMADZU LC-10A
COLUI\IN : Asahipak C8-50 4B 4.6x250 mm (5.4m)
ELUENT : MeCN/Water (85:15)
FLOW RATE : 1.0 ol/min
VIO 0y-vis 21 -
H =Vl nm
INJECT VOL. 20 ol ooRRATOR ;| | F Ao
Chromatgram
C ¥LabSolutwns¥Data¥CZ'?7¥Frec Ad Nol,led
m
10.0 Tet.A Ch
7.5
5.0+
2.5 a
Y N VN
0.0 M
A AL UL AL L I L AL B R L S B R

0.0 255 sl 75 10.0 12.5 15.0

Fokk Peak Table ek
Detector A Chl 214nm

min

peak No. Time Area Conc. NAME
1 13.939 3936 0.1697 8510
Total 3936
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Recovery test
(Fish analysis)

Added group
No.2

Recovery test
(Fish analysis)

Added group
No.3

DATE: 2015/05/26

SAMPLE : [C-277] Bioconcentration test on $510
REMARK : Fish recovery test
Sample ID : Added No.2

Kok ANALYTICAL CDNDITIONS Fkk
HPLC : SHIMADZU LC-10A4

ot : Asahipak C8-50 4E_ 4.6%250 mn (5 xcn)

ELUENT : MeCN/Water (85:15)

FLOW RATE : 1 0 mL/mm

COLUMN TENP

WAVILENOTS | 0V-Vis 214 m -

INJECT VOL.  : 20 . OPERATOR : } S IVATO

ook Chromatgram ook
C: ¥LabSe1ut1ons¥Data¥()2'iT¥Frec Ad Ho2.led

mV
10.01 Det.& Chl
7.5
5,04
2.5 \ 3
\M“/\/\_J\‘_i_,___‘
0.0
0.0 25 sl s w0 @5 180
min
Hokk Peak Table E23]
Detector A Chl 214nm
peak No. Time Area Conc. NAME
1 13.985 3912 0.1687 §510
Total 3912
DATE: 2015/05/26
SAMPLE : [C-277] Bioconcentration test on §510
REMARK : Fish recovery test
Sample ID : Added No.3
ok ANALYTICAL CUNDITIDNS Kook
HPLC TYPE : SHIMADZU LC-104
COLUMN : Asahipak C8-50 4F 4.6x250 mn (5um)
ELUENT : MeCl/Water (85:15)
FLOW RATE : 1.0 nL/min
GO s o1 T
: =Vl nm
INJECT VOL. & 20 ul OPERATOR : / . S o T0

*kk  Chromatgram sk
C:¥LabSolutions¥Data¥C277¥Frec Ad No3.led

mV
10.07 Det.A_Clql
7.54
5.0
] |
| -
2.5 i 3
o] WJL_/\HAJ\,Q\_ZEJ\,\
0.0 25 | 50 76 10.0 125 15.0

Fokk Peak Table #kK
Detector A Chl 214nm

peak No.  Time Area Conc. NAME
1 13.971 3613 0.1565 8510
Total 3613
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Recovery test
(Fish analysis)

Control group
No.1

Recovery test
(Fish analysis)

Control group
No.2

DATE: 2015/05/26

SAMPLE : [C-277] Bioconcentration test on $510
REMARK : Fish recovery test
Sample ID : Control No.l

Fokk ANALYTICAL CDNDITIONS ok

HPLC T SHIMADZU LC-10A

CDLUNN : Asahipak C8-50 4E 4,6 %250 mm (5.tm)
ELUENT ¢ NeCN/Water (85:1

FLOW RATE : I 0 nL/min

COLUMN TEMP

: C
WAVELEYGTH | 0V-ViS 214 m o .
INJECT VOL.  © 20 pl OPERATOR. : ] dato

Kook Chromatg ok
C:¥LabSu1utwns¥Data¥CZ'?7¥Frec Ctrl Nol.lecd
i}

10,04

Det.A Chl

7.5
5.0 |

2.5

nol— LJWHJLJ& N

0.0 25 5.0 7.5 10.0 12.5 15.0

ek Peak Table sk
Detector A Chi 214mm

min

DATE: 2015/05/26

SAMPLE : [C-277] Bioconcentration test on 8510
REMARK : Fish recovery test
Sample ID : Control No.2

ok A.NALYTICAL CONDITIUNS Hokk

HPLC TYP SHIMADZU LC-10A

COLUMN : Asahipak C8-50 4E 4.6 250 mm (5.cm)
ELUENT : MeCN/Water (85:15)

FLOW RATE : 1.0 oL/min

COLUMN TEMP C

WAVELENGTH  : TV-ViS 214 mm —
INECT VOL. ;20 pl amutce [ NATO

e
(=13

sokk Chromatgram sk
C:¥LabSolutions¥Data¥C277¥Frec Ctrl No2.led

™ 0.0

Det.A Chi]

2.5-

Mk_ju‘ \ LVM/L_/LJ,\/_/L_J\M

0.0 25 50 75 10.0 12.5 15.0

ok Peak Table Kok
Detector A Chl 214nm

nin
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Recovery test
(Fish analysis)

Control group
No.3

DATE: 2015/05/26

SAMPLE : [C-277] Bioconcentration test on $510
REMARK : Fish recovery test
Sample ID : Control No.3

wpk ANALYTICAL CONDITIONS soek
HPLC TYPE . SHIMADZU LC-10A

LUKY : Asahipak C8-50 48 4.6%250 mn (5um)
ELUENT < MeCN/Water (85:15)
FLOW RATE : 1.0 nl./nin
it T
H —V1 nm
INJECT VOL.  : 20 ul OPERATOR : T S\ 2L

Fokk Chromatgram sk
C:¥LabSolutions¥Data¥C277¥Frec Ctrl No3.lcd

™ 10,0 Tet.4 CH
7.54
5.0
2.5

0_0; /\‘,/\__‘__/\_g4.hA/\\,‘__4_4_/\k______4_____,,_;ﬁ

T T T T

4k Peak Table ok
Detector A Chl 214nm

42
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7-2 For recovery from water

Recovery test
(Water analysis)

Standard solution
0.0963 mgL!

Recovery test
(Water analysis)

Standard solution
0.6314 mgL!

DATE: 2015/05/15

SAMPLE : [C-277] Bioconcentration test on $510
REMARK : Water recovery test
Sample ID : Std. 0.0983 mg/L

KK ANALYT]CAL CONDITIDNS Fokk
HPLC TYP : SHIMADZU LC-10A

COLUMN H Iner‘tSustam C18 4.6x250 mm (5.um)
ELUENT : MeCN
FLOW RATE : 1 0 mL/mn
g‘ﬂl\?EUHLNNg’%gP ; UV v § 214 m -
El H 1 )
INJECT VOL. 20 uL OPERATOR : / R cS\[)\’DO

fokok Chromatgram
C ¥LahSolutluns¥Data¥027?¥WrecHLv501 led

15

Det.A Ch]
10+

5

5510 / 14.576

P I |

0 ’ § 10

"0
min

—_|
o’

Fxk Peak Table ok

Detector A Chl 214nm

_peak No. Time Area NAME
1 14.576 2765 8510

Total 2765

DATE: 2015/05/15

SAMPLE : [C-277] Bioconcentration test on 8510
REMARK : Water recovery test
Sample 1D : Std. 0.6314 mg/L

e ANALY’[ICAL CONDITIUNS ook
HPLC TYPE : SHIMADZU LC-104
COLUMN : Ing;tSustam C18 4.6x250 mm (5.m)

: Nel
FLOW RATE : 1.0 nl/min
COLUMN TEMP 140 °C

WAVELENGTH L UV-Vis 214 o \\
INJECT VOL. 20 ul OPERATOR : [ e 9\%

Kok Chromatgram kk
C: ¥LahSolut1ons¥Data¥CE?7¥WrecHLvSOE led

i 15

Det A Ch]

104

> 3510 / 14521

o S

0 5 10

—
o

20
nin
sokok Peak Table *kk
Detector A Chl 214nm
peak No. Time Area NAME

1 14,520 17986 8510

Total 17986
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Recovery test
(Water analysis)

High exposure level
Added Standard

solution

Recovery test
(Water analysis)

High exposure level
Added group No.1

DATE: 2015/05/15

SANPLE : [C-277] Bioconcentration test on S510
REMARK : Water recovery test

Sample ID : High level added std.

sk ANALYTICAL CONDITIONS Bk

HPLC TYPE : SHIMADZU LC-10A

COLUMN : InertSustain C18 4.6x250 mm (5.um)

ELUENT + MeCN

FLOW RATE : 1.0 nL/min

COLUMN TEMP 1 40 °C

WAVELENGTH : UV-ViS 214 nn ‘DD
INJECT VOL. @ 20 uL OPERATOR : / )

ok Chromatgram
C: ¥La.bSo]ut1ons¥Data¥(1277¥h'recHLvads led

o
15 Tet.& Chi)
10+

4
5] g
0 N 2
0 T ' 10 15 " 20
min

Hokk Peak Table s«

Detector A Chi 214nm

peak No.  Time Area Conc. NAME
1 14.448 5521 0.1932 8510

Total 5521

DATE: 2015/05/15

SAMPLE @ [C-277] Bioconcentration test on $510

REMARK : Water recovery test

Sample ID : High level added No.l

Fkk ANALYTICAL CDNDITIQNS Kok

HPLC T : SHIMADZU LC-10A

CGLUHN : InertSustain C18 4. 5% 260 mn (5.4m)

ELUENT : MeCN

FLOW RATE : 1 0 mL/mm

COLUMN TEMP : J—

WAVELENGTE 0V-15 214 m S\ to

TWJECT VOL. - 20 ul, OPERATOR : IR

dpk Chromatgram Kok

CV¥Labsulut1ons¥Data¥C277¥HrecHLvadd Nol.led

m
15 Det.A Chi
10+
5 =
o jjl«»%n\_,\\ >

| U T ~ T
0 5 10 15 20
nin

kX Peak Table sk
Detector A Chl 214nm

peak No.  Time Area Conc. NAME
1 14.411 5027 0.1758 8510
Total 5027
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Recovery test
(Water analysis)

High exposure level
Added group No.2

Recovery test
(Water analysis)

High exposure level
Added group No.3

DATE: 2015/05/15

SAMPLE : [C-277] Bioconcentration test on $510
REMARK : Water recovery test

Sample 1D : High level added No,2

Fkk ANALYTICAL CDND[T]ONS $okk

HPLC T : SHIMADZU LC-104

COLUMN : InertSustain C18 4.6x250 mm (5um)
ELUENT : MeCN

FLOW RATE : 1.0 mL/min

COLUMN TEMP :

WAVELENGTH : UV ‘hS 214 nm

INJECT VOL.  : 20 ul OPERATOR : f . 5}\_%

ook Chromatgram sk
C:¥LabSolutions¥Data¥C277¥WrecHLvadd No2.lcd

oV 15

10-

S510 / 14.409

0:_k _.,JW (S N

Det. A Chi

5 10

kkk Peak Table k¥
Detector A Ch!l 214nm
peak No. Time Area Conc. NAME

1 14.409 5009 0.1750 8510
Total 5005

—_|
en

DATE: 2015/05/15

SANPLE : [C-277] Bioconcentration test on §510
MARK : Water recovery test
Sample ID : High level added No.3

Fkk ANI\LYTICAL CONDITIUNS Holck

HPLC : SHIMADZU LC-10A

CULUMN : InertSustain C18 4.5x250 m (5um)
ELUENT : MeCN

FLOW RATE : 1.0 nl/min

COLUMN TEMP 1 40 °C

VAVELENGTH : UV-Vi§ 214 o
INJECT VOL.  : 20 al OPERATOR : [ . SQT/D

*0k  Chromatgram ok
C:¥LabSolutions¥Data¥C277¥WrecHLvadd No3.led

"0
min

mV 15 ‘ ‘

104

S510/ 14.412

Det.A Chl

U—-‘J A

o 5 ' 10 s 15

Kk Peak Table (223
Detector A Chl 214nm
peak No. Time Area Conc. NAME

1 14.412 5160 0.1805 3510
Total 5160
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Recovery test
(Water analysis)

High exposure level
Control group No.1

Recovery test
(Water analysis)

High exposure level

Control group No.2

DATE: 2015/05/15

SAMPLE : [C-277] Bioconcentration test on 8510
REMARK : Water recovery test

Sample ID : High level control No.1l

wkk ANALYTICAL CDNDITIONS wokk

HPLC TYPE © SHIMADZU LC-10A

COLUMN : InertSustain C18 4.6x250 mm (5.m)
ELUENT : MeCN

FLOW RATE : 1.0 pl/min

COLUMN TEMP 140 °C

WAVELENGTH : UV-ViS 214 om

INJECT VOL.  : 20 ul OPERATOR : 3

Chromatgram ok
CV¥LabSnlutlons¥Data¥0277¥WrecIﬂ,vctr] Nol.led
o

15

o A

Det.A Ch

o s 1 15

Kook Peak Table Fdok
Detector A Chl 214nm

DATE: 2015/05/15

SAMPLE ¢ [C-277] Bieconcentration test on 8510
REMARK : Water recovery test
Sample ID : High level control No.2

sxk ANALYTICAL CONDITIGNS ok

HPLC TYPE : SHIMADZU LC-10A

COLUMN : InertSustain C18 4.6x250 mm (5.m)
ELUENT : MeCN

FLOW RATE 1 1.0 nL/min

COLUMN TEMP °C

WAVELENGTH | UV-ViS 214 mn S\ \
INJECT VOL. 20 ul OPERATOR : / . D\JM/

Hkk Chromatg; Fok
CV¥LabSolut10ns¥Data¥CZ'?’f¥lirecHchtrl No2.led
il

1:

3

20
min

104

5

Det.A Chi]

o 5 " 10 T

Kk Peak Table Kk
Detector A Chi 214nm

46
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Recovery test
(Water analysis)

High exposure level
Control group No.3

Recovery test
(Water analysis)

Standard solution
0.0963 mgL!

DATE: 2015/05/15

SAMPLE  : [C-277] Bioconcentration test on 8510
REMARK : Water recovery test
Sample ID : High level control No.3

sk ANALYTICAL CONDITIONS s
HPLC TYPE + SHINADZU LC-10A
COLUMN H IlnecﬁtSustain C18 4.6x250 mn (54m)

ELUENT : Me

FLOW RATE : 1.0 ul./nin

WVELNGT ¢ 00-vis 14 — 0
S OV-VS 214 nn

INJECT VOL.  © 20 ul OPERATOR : ( . S\ p U

Hokk Chromatgram sk
C:¥LabSolutions¥Data¥C277¥WrecHLvetr]l No3.led

W

Del.A Chi]

0 -__“_J A O

0 T ) 15 I
min

dkk Peak Table wkok

Detector A Chl 214nm

DATE: 2015/05/14

SAMPLE : [C-277] Bioconcentration test on $510
REMARK : Water recovery test
Sample ID : Std. 0.0963 mg/L

Fkk ANALYTICAL CONDITIONS ek

HPLC TYPE : SHIMADZU LC-10A

COLUMN ¢ InertSustain C18 4.6%250 mm (5.m)
ELUENT : MeCN

FLOW RATE : 1.0 nL/min

COLUMN TEMP 140 °C

WAVELENGTH : UV-ViS 214 nm g\
INJECT VOL. 120 ul OPERATOR : ] NN p\m

#kk  Chromatgram ik
C;]¥LabSo]utions¥Data¥(127’F¥WrecSl. led
o

15— - Tet A Chi

104

5+

S$510 / 14.354

o
e
—
=)
—
Y

Kk Peak Table Fok
Detector A Chl 214nn

peak No. Time Area NAME
1 14,354 2739 S510
Total 2739

47
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Recovery test
(Water analysis)

Standard solution
0.6314 mgL"!

Recovery test
(Water analysis)

Low exposure level
Added Standard

solution

DATE: 2015/05/14

SAMPLE : [C-277] Bioconcentration test on $510
REMARK : Water recovery test
Sample ID : Std. 0.6314 mg/L

#xx ANALYTICAL CONDITIONS sk
HPLC TYPE : SHIMADZU LC-10A

COLUMN : InertSustain C18 4.6%250 om (5.um)

ELUENT : MeCN

FLOW RATE : 1.0 oL/min

COLUMN TEMP 140 °C

WAVELENGTH : UV-ViS 214 nm -

INJECT VOL. @20 ul OPERATOR : } - P‘-T/D

Fok Chromatgram ok
C:¥LabSolutions¥Data¥C27T¥Wrecs6. led

m
15 : Tet. & Okl
104
2
o A A
— T T L P L R S
0 H 10 15 20
nin
skok Peak Table k%
Detector A Chl 214nm
_peak No. Time Area NAME
1 14.340 17807 3510
Total 17807
DATE: 2015/05/14
SAMPLE  : [C-277] Bioconcentration test on §510
REMARK : Water recovery test
Sample ID : Low level added Std.
sk ANALYTICAL CONDITIONS sk
HPLC TYPE : SHIMADZU LC-10A
COLUMN : InertSustain C18 4.6x250 mm (5um)
ELUENT : MeCN
FLOW RATE : 1.0 oL/min
ﬁ.%EEENE%EF : %8 {,QS 214 - )
H ~¥1 nm
INJECT VOL. : 20 plL OPERATOR : / N S\O\'D(/
Hokk Chromatgram ks
C%¥LahSn1utions¥Data¥CZ?7¥WrecLLvAds. led
m
15 - Tet.A Chi
104
5 2
@
0 SN AN —
0 ‘ i 10 15 20
min

Fhk Peak Table  #kx
Detector A Chl 214nn

peak No.  Time Area Conc. NAME
1 14.559 5590 0.1975 5510
Total 5590
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Recovery test
(Water analysis)

Low exposure level
Added group No.1

Recovery test
(Water analysis)

Low exposure level
Added group No.2

DATE: 2015/06/14

SAMPLE : [C-277] Bioconcentration test on S510
REMARK : Water recovery test
Sample ID : Low level added No.1

#kk ANALYTICAL CONDITIONS sk
HPLC TYPE : SHIMADZU LC-10A

COLUMN : InertSustain C18 4.6x250 mn (5m)
ELUENT : HeCN
FLOW RATE : l.OamL/min

COLUMN TEMP

1 40 °C
WAVELENGTH : UV-ViS 214 mn i y
INJECT VOL. 1 20 uL OPERATOR : \ S}Aw

kK Chromatgram s
c V ¥LabSolutions¥Data¥C277¥irecLLvAdl. led
o

15

104

Det.A Ch]

0o ' g "l
Kk Peak Table ok

Detector A Chl 214nm
peak No. Time Area Conc. NAME

i

|
(=2 [sslu 14517
o

1 14.517 5394 0.19086 8510
Total 5394

DATE: 2015/06/14

SAMPLE  : [C-277] Bioconcentration test on 8510
REMARK : Water recovery test
Sample 1D : Lov level added No.2

sk ANALYTICAL CONDITIONS ek

HPLC TYPE : SHIMADZU LC-10A

COLUMN : InertSustain C18 4.6x250 mm (5.m)
ELUENT : MeCN

FLOW BATE : 1.0 ml/min

COLUMN TEMP 40 °C

WAVELENGTH S UV-ViS 214 m - S\
INJECT VOL. 20 sl OPERATOR / Y%

w0k Chromatgram sk
C:¥LabSolut ions¥Data¥C277¥WrecLLvAd2. lod

LT

"2
min

Det.A Chi

0

kokk Peak Table k%
Detector A Chl 214nm

o
—
[=3
s
on

peak No. Time __Area Cone. NAME
1 14.488 5433 0.1920 8510
Total 5433

49
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Recovery test
(Water analysis)

Low exposure level
Added group No.3

Recovery test
(Water analysis)

Low exposure level

Control group No.1

DATE: 2015/06/14

SAMPLE : [C-277] Bioconcentration test on S510
REMARK : Water recovery test

Seample 1D : Low

level added No.3

ook ANAL‘L’TICAL CONDITIONS ok

HPLC T

FLOW RATE

COLUMN TEMP
WAVELENGTH
INJECT VOL.

: SHIMADZU LC-10A
: IngﬁtSusta.m C18 4.6%250 mm (5um)

i Me
: 1.0 nL/min

:V-Vis 214 m
D20 ul OPERATOR : | (_S\DL’W

Sk Chromatgram sk
C:¥LabSolutions¥Data¥C277¥lirecLLvAdS. led

oV 15
9 Det.A Chi
10+
5 2
1 B
WWALVM
u,#._
0 5 Tl 15 20
min
Fick Peak Table *kk
Detector A Chl 214nm
peak No. Time Area Conc. NAME
1 14.378 5578 0.1971 8510
Total 5578
DATE: 2015/05/14
SAMPLE : [C-277] Bioconcentration test on §510
REMARK i Water recovery test
Sample 1D : Low level control No.1
sk ANALYTICAL CDNDITIONS Kok
HPLC TYPE : SHIMADZU LC-10A
¢ InertSustain C18 4.6x250 mn (5.m)
ELUENT t MeCN
FLOW RATE : 1.0 nL/min
TNVELENEE  V-Vis 214 —
) o OV-Vi nm .
INJECT VOL.  © 20 ul, ommater ;[ (S\p\'ﬁz’)
*kk Chromatgram ok
CV¥LabSolut1cns¥Data¥Cz'?7¥WrecLLthI led
) F
15 Det.A Chi
10
5_
D_
1 I La— T T T
0 5 10 15 20
nin

ok Peak Table %k
Detector A Chl 214nm
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RCCOVGI‘Y test DATE: 2015/05/14
3 SAMPLE : [C-277] Bioconcentration test on §510
(Water analySIS) REMARK : Water recovery test

Sample ID : Low level control No.2

Low exposure level k. ANALYTICAL CONDITIONS soex
QLo i TaertSuatain 018 4.6x250 mm (5um)

1 InertSustain Bx mn (5.um

Control group No.2 ELUENT v
FLOW RATE : 1.0 pL/nin
COLUMN TEMP : 40 °C

WAVELENGTH  © OV-ViS 214 m
INECT VOL.  : 20 uL oPERATOR : | S\(JfDO

Hokk Chromatgram sekok
C:¥LabSolutions¥Data¥C277¥WrecLLvCt2. lcd

W Det. K Chl
10;
2]
o] L««‘Mﬁt_pﬁ,\______u—,_
1 T T T T T

0 T "o 15 T T

min
Kk Peak Table sk
Detector A Chl 214nm

DATE: 2015/05/14
Recovery test

. SAMPLE : [C-277] Bioconcentration test on §510
(Water analysis) REMARK  : Water recovery test
Sample ID : Low level control No.3
sk ANALYTICAL CONDITIONS sekx
pow exposure fevel BT R e (5
: InertSustain 6% 250 mm (5 m
Control group No.3 ELUBNT ¢ MeCN
FLOW RATE : 1.0 nl/min
COLUMN TEMP 0 °f

: C
WAVELENGTH ~ : UV-VS 214 mm
INJECT VOL. - 20 ul OPERATOR. : I

#k Chromatgram ek
C:¥LabSolutions¥Data¥C277¥WrecLLvCt3. led

v
sy Det.k ChI
10
] |
5
‘J
] _ ‘q
R LN ,
T . — T
0 5 10 15 20
min

kK Peak Table  sok%
Detector A Chl 214nm
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8 Chromatograms of fish analysis

8-1 Test group

Fish analysis
Day 7

Standard solution
0.0979 mgL!

Fish analysis
Day 7

Standard solution
0.6194 mgL!

DATE: 2015/05/14

SAMPLE : [C-277] Bioconcentration test on $510
REMARK : Water recovery test

Sample ID : Low level control No.2

ed ANAL‘{TICAL CDND[TIDNS sk

HPLC TYPE : SHIMADZU LC-10A

COLUMY : InertSustain C18 4.6%250 mm (5.m)
ELUENT : MeCN

FLOW RATE : 1 0 | nL/min

it -
: UV- i§ 214 mm
INJECT VOL. 120 mL OPERATOR : Q}\,T/O

Fokk Chromatgram ok
C:¥LabSolutions¥Data¥C27T¥WreclLvCt2. led

\4
s Det.& ChI
10—-
5|
o] NLW\:\W_J}L#ﬂ‘lﬁ_ﬁ;_
5 it ' 15 s ‘gn
min
Fokk Peak Table ok

Detector A Chi 214nm

DATE: 2015/05/14

SAMPLE : [C-277] Bioconcentration test on 8510
REMARK : Water recovery test

Sample ID : Low level control No.3

*xx ANALYTICAL CONDITIONS #owx

HPLC TYPE : SHIMADZU LC-10A

COLUMN : InertSustain €18 4.6x250 mm (5.¢m)
ELUENT : MeCN

FLOW RATE : 1.0 mb/min

COLUMN TEMP 0

1 40 °C
WAVELENGTH  © UV-VS 214 mm
INJECT VOL.  : 20 4l OPEEATOR. : T

*kk  Chromatgram
C:¥LabSoluti ons¥Ds.ta¥CE'?’?¥WrecLLth3 led

mV
167 Det. A Cal]

o g T "5 T T T
nin
Kook Peak Table *kk
Detector A Chl 214nm
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Fish analysis
Day 7

High exposure level
No.1

Fish analysis
Day 7

High exposure level
No.2

DATE: 2015/06/17

SAMPLE : [C-277] Bioconcentration test on S510
REMARK : Analysis 7 day

Sample 1D : High level No.1

ok ANALYTICAL CUNDITIONS ook

RPLC T : SHIMADZU LC-104

COLUMN : Asghipak C8-50 4E 4,6%250 mm (5.um)

ELUENT : MeCl/Water (85:15)

FLOW RATE : 1.0 ml/min

COLUMN TEMP 40 °C

WAVELENGTH ¢ UV-Vi§ 214 mn -5 S\ T
INJECT VOL. 20 ul OPERATOR : f Y

Ffk Chromatgram sk
C: ¥LabSolut1uns¥Data¥CZ?7¥7dFHL1 led

™ 10,04

Det.A Chl
7.5
5.0
2.52 ﬁ

5__;\)! “\‘LMVJUL,

0.0+

LSEI/ 14.072

0.0 2.5 5.0 "7l

Kk Peak Table Hkk
Detector A Chl 214nm
peak No. Time Area Conc. NAME
1 14.072 8558 0.3541 8510
Total 8568

—
=
=}
=
ro_|
en |
—
o,
=1

DATE: 2015/06/17

SAMPLE : [C-277) Bioconcentration test on S510
REMARK : Analysis 7 day
Sample ID : High level No.2

kK ANAL‘{TICAL CONDITIUNS *o0k

HPLC : SHIMADZU LC-104

COLIIMN : Asahipak C8-50 4B 4.6%250 mm (54m)
ELUENT : MeCN/Water (86:15)

FLOW RATE H 1 nl/min

COLUMN TEMP

: °C
WAVBLEWGRE ¢ OV-ViS 214 mn T
INJECT VOL.  : 20 ul OPERATOR : { ‘ SDxT/D

#kk  Chromatgram ok
C: ¥LabSolutmns\'nata!{CZTTWdFHLz led

W 10,0 -

Det.A Chi

7.5
5.0

2.5

510 / 14.077

&

U.Q—M’L

0.0 25 s 75 10.0 2.5 1.0

Kkk Peak Table KKk
Detector A Chl 214nm
peak No. Time Area Conc. NAME
1 14.077 5860 0.2450 8510
Total 5860

nin
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Fish analysis
Day 7

Low exposure level
No.1

Fish analysis
Day 7

Low exposure level
No.2

DATE: 2015/06/17

SAMPLE : [C-277] Bioconcentration test on $510
REMARK : Analysis 7 day
Sample ID : Low level No.l

Kok ANALYTICAL CONDITIONS s
HPLC : SHIMADZU LC-10A

cormr : Asahipak C8-50 4E 4.6%250 mm (5.m)
ELUENT : MNeCl/Water (85:15)
FLOW RATE : 1.0 pL/min
i -
i S IV-ViS 214 1 S-‘ ;
INJECT VOL.  : 20 L ot : | | QAT

kK Chromatgram sk
C:¥LabSolutions¥Data¥C2TT¥TdFLLL. led

m
10.0 I - Tet, A ORI

2.5

g_yﬂwagkﬁhm

0.0 2'5 510 s o 125

Fhk Peak Table Kk
Detector A Chl 214nm

}551 0/ 14103

,_A
o
< |

min

peak No. Tine Area Conc. NAME
1 14,103 524 0.0292 8510
Total 524

DATE: 2015/06/17

SANPLE : [C-277) Bicconcentration test on S510
RENARKC : Analysis 7 day

Semple ID : Low level No.2

ek ANALYTICAL CGNDITIONS ok

HPLC TYPE + SHIMADZU LC-10A

COLUME : hsehipak C8-50 48 4.6 250 m (60em)

ELUENT : MeCN/Water (85:15)

FLOW RATE 1 1.0 mL/mm

COLUMN TEMP 240 R

WRELSWGTE ¢ 1V-115 204 nm 8\0\%
INJECT VOL. : 20 uL OPERATOR : N

sk Chromatgram kK
C:¥LabSolutions¥Data¥C27T¥TdFLL2. lcd

mV
10.04 Det. A Chl

7.5
5.0

2.5- f

M

T T

oo’ 2ls 5.0 7.5 w0 125 5.0

min
ok Peak Table ok
Detector A Chi 214nm

S510 / 14.065

peak No.  Time Area ~Come. NAME
1 14.085 633 0.0336 3510
Total 633
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Fish analysis
Day 14

Standard solution
0.0979 mgL!

Fish analysis
Day 14

Standard solution
0.9790 mgL!

DATE: 2015/06/24

SAMPLE  : [C-277] Bioconcentration test on 8510
REMARK : Analysis 14 day
Sample ID : Std. 0.0979 mg/L

okk ANALYTICAL CONDITIONS
HPLC : SHIMADZU LC-10A

CULUHN : Asahipak C8-50 4F 4.6x250 mm (5.um)
ELUENT : MeCN/Water (85:15)
FLOW RATE : 1.0 wb/min
TG 10-vis 216 T 5
H “V1 nm A
INJECT VOL. 120 ul OPERATOR : . ﬂ.u

skt Chromatgram
C: ¥LahSn]ut1ons¥Data¥[1277¥14dFSI led

L —

~ Tet.A ChI
7.5
5,0+
2.5+ §
0.0] VAN S 4
0.0 25 50 15 100 125 15.0
min
(323 Peak Table sk
Detector A Chl 214nm
peak No. Time Area NAME
L 14.098 2396 5510
Total 2396
DATE: 2015/06/24
SAMPLE : [C-277] Bioconcentration test on 8510
REMARK : Analysis 14 day
Sample ID : Std. 0.9790 mg/L
*kk ANALYTICAL CDNDITIGNS dokk
HPLC TYP : SHIMADZU LC-104
COLUMN : Asahipak C8-50 4 4.6x250 mn (5um)
ELUENT : MeCl/Water (85:15)
FLOW RATE : 1.0 mL/min
VLN § 00-vi 214
: OV-vi nm
INJECT VOL.  : 20 mL OPERATOR : I i S\R%
ok Chromatgram
C: ¥LahSulut1ons¥Data¥C277¥l4dF52 led
W oyp.0
Det.A Chl
7.5
5.0
2.5 ﬁ S
U.uf——-———)\/\‘“«f\-& A
0.0 25 5.0 75 10.0 | 12.5  15.0

Kok Peak Table ok
Detector A Chl 214mm

peak No. Time Area NAME
1 14,087 24222 $510
Total 24222

55
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Fish analysis
Day 14

High exposure level
No.1

Fish analysis
Day 14

High exposure level
No.2

DATE: 2015/06/24

SANPLE : [C-277) Bioconcentration test on 8510
REMARK  : Analysis 14 day

Sample ID : High level No.l

Aok .‘&NAL‘{TICAL CONDIT{ONS kK

HPLC TYP : SHIMADZU LC-10A

UMN : Asahipak C8-50 4E 4.6x250 mm (5.m)
ELUENT : MeCN/Water (85:15)
FLOW RATE 1 1.0 mL/nun

COLUMN TEMP

: 40
WORLENCTH ¢ 0V-V15 214 o
INJECT VOL. & 20 uiL OPERATOR : ‘ S\OU—DO

Kok Chromatgram *K
C: ¥LabSolut1ons¥Data¥C£7‘i’¥l4dFHl led

W 49,0

Det.A ChI

7.5
5.0

S

0.0——

il /14,007

a—

4 A P LI B
0.0 2.5 5.0 7.5

Fokk Peak Table ¢
Detector A Chi 214nm
peak No. Time Area Conc. NAME
1 14.097 5096 0.2069 $510
Total 5096

5.0
min

—_
(=}
=]
e
o
o

DATE: 2015/06/24

SAMPLE : [C-277] Bioconcentration test on $510
REMARK : Analysis 14 day
Sample ID : High level No.2

w0k ANALYTICAL CONDITIUNS Fokk

HPLC TYPE : SHIMADZU LC-10A

COLUMN : hsahipak C8-50 4E 4.6 %250 mn (54m)
ELUENT : MeCN/Water (85:15)

FLOW RATE : 1.0 mL/min

COLUMN TEMP F ]

C

WAVELENGTH  : IV-iS 214 m

INJECT V0L, + 20 sl OPERATOR. : %\Q To
L

$olok Chromatgram Fxk
C:¥LabSolutions¥Data¥C27T¥14dFH2. led

" 10,0,

Det.A Ch]

2.5 |

{ S510 / 14.084

0. CF—-u—Jv’JUL‘M“’““ —

0.0 2.5 5.0 75 10.0 12.5

ek Peak Table *EK
Detector A Chl 214nm

—
o
o

nin

peak No. Time Area Conc. NAME
1 14,084 6776 0.2747 3510
Total 6776
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Fish analysis
Day 14

Low exposure level
No.1

Fish analysis
Day 14

Low exposure level
No.2

DATE: 2015/06/24

SAMPLE : [C-277] Bioconcentration test on $510
REMARK : Analysis 14 day
Sample ID : Low level No.l

#kk ANALYTICAL CONDITIONS s
HPLC TYPE : SHIMADZU LC-10A
COLUMN : Asahipak C8-50 4F 4.6x250 mm (5um)

ELUENT : MeCN/Water (85:15)

FLOW RATE : 1.0 nL/min

COLTMN TEMP : 40 °C

WAVELENGTH s OV-Vi$ 214 o Cﬁ—m’
INJECT VOL. 20 ul OPERATOR : I o d

Fokk Chromatgram Fokk
C:¥LabSolutions¥Data¥C27T¥14dFL1. led

W00,

Det.A Chl]

7.5

5.0

Z'Ej__\wmm

0.0+

E

0.0 25 50 75 100 125 15.0

fokx Peak Table Kk
Detector A Chl 214nm
peak No. Time Area Conc. NAME

1 14,107 463 0.0199 3510
Total 463

nin

DATE: 2015/06/24

SAMPLE  : [C-277] Bioconcentration test on 8510
REMARK : Analysis 14 day
Sample ID : Low level No.2

*ik ANALYTICAL CONDITIONS sk

HPLC TYPE : SHIMADZU LC-10A

COLUMN : Asahipak C8-50 4E 4.6%250 mm (5 um)
ELUENT ¢ MeCN/Water (85:15)

FLOW RATE : 1,0 nL/min

COLUMN TEMP 1 40 °C

VAVELENGTH  © UV-Vi§ 214 oo -1
INJECT VOL. 20 ul OPERATOR : / ) j\ )

Kk Chromatgram ook
C:¥LabSolutions¥Data¥C277¥14dFL2. led

™ 10,09

Det.A Chi

7.54

5.0+

2.51

L e

—r—r T — T T

0.0 2’5 5.0 75 10.0 12.5 15.0

Fkk Peak Table — #kx
Detector A Chl 214nm

S510 / 14.084

%

min

peak No. Time Area Conc. NAME
1 14,084 467 0.0200 8510
Total 467
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Fish analysis
Day 21

Standard solution
0.0979 mgL!

Fish analysis
Day 21

Standard solution
0.9790 mgL!

DATE: 2015/07/01

SAMPLE  : [C-277] Bioconcentration test on $510
REMARK : Analysis 21 day

Sample ID : Std. 0.0979 mg/L

wk ANALYTICAL COND[TIGNS ek

HPLC TYPE : SHIMADZU LC-104
COLUMN : Asahipak C8-50 4E 4.6x250 mm (5.um)
ELUENT : MeCl/Water (85:15)
ELOW RATE H l 0 mL/mm
EQ%Q%N(T}EEP : UV V S 214 nm
H 1
INJECT VOL.  : 20 ul OPERATOR S\D» 0
bk Chromatgram Fobok
C: ¥LabSoIut10ns¥Data¥CZTT¥21dFSl led
™ 0.0
-0 Det.A ChI]
]
?.5}‘
5.0-
2.5 g
1 fL 3
0.0 p) =
00 25 50 ms 100 135 180
nin
Kok Peak Table E233
Detector A Chi 214nm
_peak No. Time Area NAME
1 14.059 2509 8510
Total 2509
DATE: 2016/07/01
SAMPLE  : [C-277] Bioconcentration test on §510
REMARK : Analysis 21 day
Sample ID : Std. 0.9790 mg/L
Fiok ANALYTICAL CON’DI’I‘IUNS sokok
HPLC 1 SHIMADZU LC-10A
COLUMN : Asahipak C8-50 4 4.6x250 mm (5.um)
ELUENT . MeCN/Water (85:15)
FLOW RATE : 1,0 nL/nin
dang 0 o
: UV-ViS 214 nm ?
INJECT VOL. : 20 ul OPERATOR : o
ook Chromatgram
C: ¥La.bSu1ut10ns¥Data¥C27?¥21dFSZ led
LTS 0- -
Det.A Chll
7.5+
5.0
g
2.6+ ‘é
ool — 1 AN
0.0 25 50 ms | 10.0  12.5 180
min
Sk Peak Table ok
Detector A Chi 214nm
peak No. Time Area NAME
1 14,044 24536 $510
Total 24536
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Fish analysis
Day 21

High exposure level
No.1

Fish analysis
Day 21

High exposure level
No.2

DATE: 2015/07/06

SAMPLE : [C-277] Bioconcentration test on §510
REMARK : Analysis 26 day

Sample ID : High level No.l

#kk ANALYTICAL COHDITIUHS ook

HPLC TYPE : SHIMADZU LC-10A

COLUMN : Asahipak C8-50 4E 4,6x250 mn (5um)
ELUENT : NeCN/Water (85:15)

FLOW RATE : 1.0 oL/min

COLUMN TEMP

H °C
WAVELENGTH S WV-Vis 214 m ijyo
INECT VOL. 20 ul OPERATOR : R

.
o

Hk Chronatgram 273
C: ¥Lab501ut10ns¥Data¥CZT‘?¥26FH1 led
n
10.0 ' Tet.A Chl
7.5+
5.0
2.5 1 e
D.l} “JJL‘____/\__; e ]
T LR N L L S R
0.0 2.5 5.0 7.5 10.0 12.5 15.0 .
nin
ok Peak Table ook
Detector A Chl 214nm
peak No. Time Area Conc. NAME
1 14.059 5893 0.2343 8510
Total 5893
DATE: 2015/07/06
SAMPLE : [Cc-277] Bmconcentratlon test on 510
REMARK : Analysis 26 day
Sample ID : High level No.2
ook ANALYTICAL CDNDITIONS Sk
HPLC T' : SHIMADZU LC-10A
CULUNN : Asahipak C8-50 4B 4.6 250 mm (5um)
ELUENT : MeClN/Water (85:15)
FLOW RATE 1 1.0 ml/min
ek b -
: UV-ViS 214 nm ~
INJECT VOL. @ 20 sl OPERATOR : ’ ‘ 5\ T
sk Chromatgram Fdok
C:¥LabSolutions¥Data¥C27T¥26FH2. led
g0 Tet L CHI]
. Det.A Ch]
7.5
5.0
2.5 ﬂ s
0.0- 77__!( \,a.r\,_.,\._x_/k__
0.0 25 50 1.5 wo 125 15.0
min
okok Peak Table ®okk
Detector A Chl 214nm
peak No. Time Area Conc. NAME
1 14.040 8049 0.3185 8510
Total 8049
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Fish analysis
Day 21

Low exposure level
No.1

Fish analysis
Day 21

Low exposure level
No.2

DATE: 2015/07/01

SAMPLE : [C-277] Bioconcentration test on 8510
REMARK : Analysis 21 day

Sample ID : Low level Ne.l

sk ANALYTICAL CONDITIONS ook
C TYPE :

HPL| : SHIMADZU LC-10A

COLUMN : Asahipak C8-50 4 4.6x250 mm (5um)

ELUENT ¢ MeCN/Water (85:15)

FLOW RATE : 1.0 nl/min

COLUMN TEMP 240 °C

WAVELENGTH 1 UV-Vi§ 214 om

INJECT VOL. : 20 ul OPERATOR : [ . (A A

kK Chromatgram sk
C€]¥LahSolutiens¥Data¥0277¥21dFLl led
o

10.01 Det.A Chi|
7.5
] | |
5.0 | |
251 j :
|‘1.‘ ~
] I g
0.0 WNion B
o 255 sl 75 wo s | 10
min
Fkk Peak Table Hkk
Detector A Chl 214nm
peak No.  Time Area Conc. _NAME
1 14.060 499 0.0175 8510
Total 499
DATE: 2015/07/0L
SAMPLE : [C-277] Bioconcentration test om 8510
REMARK : Analysis 21 day
Sample ID : Low level No.2
sk ANALYTICAL CONDITIONS sk
HPLC TYPE : SHIMADZU LC-104
COLUMN : Asahipak C8-50 4E 4.6x250 mm (5xm)
ELUENT : MeCli/Water (B5:15)
FLOW RATE : 1.0 nL/min
WVRLENGHE G 00-v1s 214
¢ UV-Vis nm
INJECT VOL.  + 20 ul OPERATOR : ) ‘ 5\ Nt
ook Chromatgram ook
C:¥LabSolutions¥Data¥C277¥21dFL2. led
™ 0.0
' Det.A Chl
'?'.Ei
5.0
2.5 i 3
\,‘! <
it 2
K ! JL'¥__,‘/\’\ 3
00— W e __J/\!H_
0.0 2.5 5.0 5 10.0 12.5 5.0
nin

kK Peak Table — skx
Detector A Chl 214nm

peak No. Time Area Conc. NAME
1 14,042 370 0.0123 S510
Total 370
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Fish analysis
Day 26

Standard solution
0.0979 mgL!

Fish analysis
Day 26

Standard solution
0.9790 mgL!

DATE: 2015/07/06

SAMPLE : [C-277] Bioconcentration test on 8510
REMARK t Analysis 26 day
Sample ID : Std. 0.0979 mg/L

wk ANALYTICAL CONDITIONS ok
HPLC TYPE : SHIMADZU LC-10A

COLUMN : Asahipak C8-50 4E 4.6x250 mm (5m)
ELUENT : MeCN/Water (85:15)
FLOW RATE : 1.0 nL/min
e GE
H -V1 nm
INJECT VOL. 220 uk OPERATOR : I_?DCDD
dokk Chromatgr,
C: ¥LabSolut1ons¥Data¥C27'?¥25FSI led
W 10,0
Det.A Chi]
7.5
5.04
2.5 g
oo 5
0.0 25 50 15 10,0 125 5.0
min
ik Peak Table — sux
Detector A Chl 214nm
_peak No. Time Area NAME
1 14.003 2400 8510
Total 2400
DATE: 2015/07/06
SAMPLE : [C-277] Bioconcentration test on $510
REMARK : Analysis 26 day
Sample ID : Std. 0.9790 mg/L
sk ANALYTICAL CDNDITIONS ok
HPLC TYPE : SHIMADZU LC-10A
COLUMN : Asahipak C8-50 4B 4.6%250 mm (5.m)
ELUENT : MeCN/Water (85:15)
FLOW RATE ;1.0 mL/min
Ek Y e .
: UV-ViS 214 nn 3
INJECT VOL. 1 20 ul OPERATOR : I . g\a“%
*okk Chromatgram
C: ¥La.bSu1utluns¥Data¥D277¥26FSZ led
W 10.0 .
' Tet.& Chi)
!
7.5] |
5.04
25 4 :
4 J a
00— L'\m_‘ /\
} - ; — — —
0.0 2.5 5.0 7.5 10.0 12.5 5.0
nin

*kok Peak Table Fk
Detector A Chl 214nm

peak No. Tine Area NAME
1 14.059 24959 8510
Total 24959
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Fish analysis
Day 26

High exposure level
No.1

Fish analysis
Day 26

High exposure level
No.2

DATE: 2015/07/06

SAMPLE : [C-277] Bioconcentration test on 8510
HEMARK : Analysis 26 day

Sample ID : High level No.l

sk ANALYTICAL COHDITIUHS ook

HPLC TYPE : SHIMADZU LC-104

COLUMN : Asahipak C8-50 4E 4,6x260 mn (5um)
ELUENT : MNeCli/Water (85:15)

FLOW RATE : 1. 0 mL/nun

COLUMN TEMP : 40

WAELBIGT - 0V-is 214 m 3
INJECT VOL. 20 ul OPERATOR : i S?,ff?f,

x4 Chromatgram  ##x
C:¥LabSolutions¥Data¥C277¥26FH1. led

mV
10.0 Tet.A Chll
7.5+
5.0
2.5 1 e
D.l} A‘/JL‘____/\,_; I~
0.0 255 50 16 100 125 150
nin
wokk Peak Table ook
Detector A Chl 214nm
peak No. Time Area Conc. NAME
1 14.059 5893 0.2343 8510
Total 5893
DATE: 2015/07/06
SAMPLE : [C-277] Bioconcentration test on $510
REMARK : Analysis 26 day
Sample ID : High level No.2
dkx ANALYTICAL CDNDITIONS Fokx
HPLC TYPE : SHIMADZU LC-10A
COLUMN : Asahipak C8-50 4B 4.6 250 mm (5.¢m)
ELUENT : MeCN/Water (85:15)
FLOW RATE 1 1.0 nL/min
K ke —
: i8 214 nm ~
INJECT VOL.  : 20 ul, OPEMTOR : | | 3\ )
KKK Chromatgram okk
C:¥LabSolutions¥Data¥C277¥26FH2. led
W 0.0 Det. A Chl
N Det.A Ch]
7.5
5.0
2.54 l 3
] ﬁﬁ!\‘Jt — N :
0.0-4—— S
0.0 2.5 50 75 wo 125 1m0
nin
ok Peak Table Hork
Detector A Chl 214nm
peak No. Time Area Conc. NAME
1 14,040 8049 0.3185 3510
Total 8049
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Fish analysis
Day 26

Low exposure level
No.1

Fish analysis
Day 26

Low exposure level
No.2

DATE: 2015/07/06

SAMPLE : [C-277] Bioconcentration test on S510
REMARK : Analysis 26 day

Sample ID : Low level No.l

*kk ANALYTICAL CONDITIDNS Hock

HPLC T ¢ SHIADZU LC-10A
GO : hsahipak C8-0 48 4.6x250 m (5.m)

ELUENT : MeCN/Water (85:15)

FLOW RATE : 1.0 mL/min

COLUMY TEP  : 40 °C

WAVELENGTH  : UV-ViS 214 mm T
INJECT VOL.  : 20 ul omaro s | Nato

ok Chromatgran Aok
C: ¥LabSulutmns¥Data¥0277¥26FL1 led

oV
10.0 Det.A Chi
7.5
5.0+
2.5 1 g
] \J B N :’A,
0.0—_— LJ‘J\ e
0.0 25 5.0 T 100 15 180
nin
Fkk Peak Table ok
Detector A Chl 214nm
peak No.  Time Area Conc. NAME
1 14.033 1009 0.0436 $510
Total 1009
DATE: 2015/07/06
SAMPLE : [C-277] Bioconcentration test on 8510
REMARK : Analysis 26 day
Sample ID : Low level No.2
s ANALYTICAL CDNDITIONS Sk
HPLC TYPE : SHIMADZU LC-10A
COLUMN : Asahipak C8-50 48 4.6x250 mn (5um)
ELUENT : NeCN/Water (85:15)
FLOW RATE 1.0 mL/mm
%ﬁ%gggNE%P : %V Vi§ 214 3
H 1 nm 1
INJECT VOL. 120 ulL OPERATOR : f B S\f\%
ok Chromatgram 4%
C:¥LabSolutions¥Data¥C277¥26FL2. led
W, 0y
1 Det,A Ch]
7.5
5.0
] [l
2.5 ; ! g
] \ s
. OJ*"__,\J Lo A 3
0.0 2%s B0 ms 100 12.5  18.0
min

Fok Peak Table Kk
Detector A Chl 214nm

peak No. Time Area Conc. NAME
1 14.056 642 0.0292 8510
Total 642
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Fish analysis DATE: 2015/07/08

SAMPLE : [C-277] Bioconcentration test on 8510
Day 28 REMARK : Analysis 28 day
Sample ID : Std. 0.0979 mg/L
Standard solution sk ANALYTICAL CONDITIGHS w4
0.0979 meoL.! }crgkmm EHﬂADZE ég égA:;E 4,6%250 m (5um)
. mel.” ! Asahipal X260 mm (6um
g ELUENT ¢ MeCN/Water (85:15)
FLOW RATE : 1.0 nlL/min
COLUMN TENP : 40 °C
WAVELENGTH ;Y- v;s 214 mn
INJECT VOL. 20 pl OPERATOR :

kK Chromatgram
C: ¥LabSDlut10ns¥Da.ta¥0277¥28FSl led

T SM‘/C'

oV
10.0* Det.A Thi]
7.5
5.0-
2.5 E
0.0 “fJ ?
0.0 2 5.0 76 10,0 125 150
min
Kokk Peak Table — s##x
Detector A Chl 214mm
peak No.  Time Area NAME
1 14.046 2413 8510
Total 2413
. . DATE: 2015/07/08
Fish analysis
SAMPLE [C-277] Bioconcentration test on 8510
Day 28 REMARK  : Analysis 28 day
Sample 1D : Std. 0.9790 me/L
) sk ANALYTICAL CONDITIONS ik
Standard solution A
_ : Asahipal 6250 mn (5 m
0.9790 mgL! ELUENT : MeCN/Hater (35:15)
FLOW RATE : 1.0 nL/min
COLUMN TEMP 40 °C
WAVELENGTH W9-Vis 214 nn %\
INJECT VOL. - 20 ul. OPERATOR. : . D\T/O
Hokk Chromatgram koK
C:YLabSolut ons¥bata¥CarTy2ersz. led
LU
] Det.& (A
]
7.5
1‘
1
4
5.0+
1
2.5 s
J &
00— e AN
0.0 2l ) 5 0.0 12s 150
min
bk Peak Table *kk
Detector A Chl 214nm
peak No. Tine Area NAME
1 14.064 24747 S510
Total 24747
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Fish analysis
Day 28

High exposure level
No.1

Fish analysis
Day 28

High exposure level
No.2

DATE: 2015/07/08

SAMPLE : [C-277] Bioconcentration test on S§10
REMARK : Analysis 28 day
Sample ID : High level No.l

Kkk ANALYTICAL CDNDITIONS *kk
HPLC : SHIMADZU LC-10A

CDLUMN : Asahipak C8-50 4E 4.6X250 mm (5xum)
ELUENT : MeCN/Water (85:15)

FLOW RATE : 1,0 nb/win

COLUMY TEMP 1 40 °C

WAVELENGTH : UV-ViS 214 nm

T VOL. : 20 TOR : [ g\ 3
INJEC 20 pl OPERA' . [

#kk  Chromatgram
C: ¥LahSnlut1nns¥Data¥C2?7¥28FHi led

v
10.0 Det. & ChI
.54
5.0
) JH\WJL §
0.0} - T
00" " T2ls s s w0 125 18.0
nin
*5% Peak Table — sxx
Detector A Chl 214nm
peak No. Time Area Conc. NAME
1 14,068 3890 0.1561 8510
Total 3880
DATE: 2015/07/08
SAMPLE : [C-277] Bioconcentration test on 8510
REMARK : Analysis 28 day
Sample ID : High level No.2
ok . ANALYTICAL CONDITIONS Fhk
HPLC HINADZU LC-10A
COLUMN : Asahlpak C8-50 4E 4.6%250 mm (5xm)
ELUENT : MNeCN/Water (85:15)
FLOW RATE + 1.0 oL/min
COLUMN TEMP 140 °C _
WAVELENGTH : UV-ViS 214 no
INJECT VOL.  : 20 al, OPERATOR : ! Y.
Hokk Chromatgram ¥
C:¥LabSolutions¥Data¥C277¥28FH2. led
W 0.0
: { Det.A Chl
7.6
5.0
’ A w E
] &
0'0_' AJ\.\ﬁ_ 7_N\/\f_
] | — LA A DL L S B L R S B T
0.0 2.5 5.0 7.5 10.0 12.5 15.0
min

Kk Peak Table Fkck
Detector A Chi 214nm

peak No. Time Area Conc. NAME
1 14,077 10448 0.4148 8510
Total 104486

65



Fish analysis
Day 28

Low exposure level
No.1

Fish analysis
Day 28

Low exposure level
No.2

DATE: 2015/07/08

SAMPLE ~ : [C-277] Bioconcentration test on $510
REMARK : Analysis 28 day
Sample 1D : Low level No.l

wkk ANALYTICAL CONDIT[ONS Hokk
HPLC TYPE : SHIMADZU LC-10A

COLUMN : Asahipak C8-50 4E 4.6%250 mn (6cm)

ELUENT : MeCN/Water (85:15)

FLOW RATE : 1.0 ml/min

COLUMN TEMP 40 °C J—

WAVELENGTH : V-ViS 214 mn ? —F/D
INJECT VOL. 120 ul OPERATOR : IR

Hokk Chromatgram  sbxx
C:¥LabSolutionsYData¥C277¥28FL1. led

oV
10.0 R Det. A Th
7.5-
5.0+ : R ' |
2.5 =
0.04——— i
0.0 2'5 S0 75 100 12.5 5.0
min
ok Peak Table — #kx
Detector A Chi 214nm
peak No. Time Area Conc. NAME
1 14.105 649 0.0283 $510
Total 649

DATE: 2015/07/08

SAMPLE : [C-277] Bioconcentration test on S510
REMARK : Analysis 28 day

Sample ID : Low level No.2

Sk ANALYTICAL CUN’DITIONS Fkk

HPLC TYPE : SHIMADZU LC-10A
COLUMN : Asahipak C8-60 4E 4.6x250 mm (5 4tm)
ELUENT : MeCN/Water (85:15)
FLOW RATE : 1.0 ml./mm
WL 09-4s 214 -
: i nm
INJECT VOL. - 20 ul OPERATOR : [ . \?DL'DC’

ok Chrematgram Fokok
C:¥LabSolutions¥Data¥C277¥28FL2. led

m
10.07 Det.A Chi

7.6

5.01

2.5 ;
] j\ :
4 |
TS B N
0.0 2.5 5.0 75 10,0 125 5.0
min
Hokk Peak Table k%

Detector A Chl 214nn
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8-2 Control group

Fish analysis
Day 0

Standard solution
0.0979 mgL-!

Fish analysis
Day 0

Standard solution
0.6194 mgL!

DATE: 2015/06/10

SAMPLE : [C-277] Bioconcentration test on $510
REMARK : Analysis 0 day

Sample ID : Std. 0.0979 mg/L

Hokk ANALYTICAL CONDITIUNS ok

IPLE TITE © SHINADZU LC-10A
UMN : Asahipak CB-50 4E 4.6x250 mm (5.em)
SLIENT { MeCN/Water (85:15)
FLOW RATE : 1.0 al/nin
VARG | dv-vds 21 T
H 1 nm ’
INJECT VOL.  : 20 wl OPERATOR : / _ S\(,VT/O

sokk Chromatgram
C: ¥LabSolut1ons¥Data¥0277¥DdFSUI led

oV
10.0 Tet.& Chl
7.5+
5.0+
2.5 g
o.n—ﬁ/uﬂj\%&__ 5
0.0 2’5 50 15 10.0 125 18.0
min
Kk Peak Table ok
Detector A Chl 214nm
peak No.  Time Area NAME
1 14,136 2143 S$510
Total 2143
DATE: 2015/06/10
SAMPLE : [C-277] Bioconcentration test on $510
REMARK : Analysis 0 day
Sample ID : Std. 0.6194 mg/L
Hok ANALYTICAL CONDITIO‘JS Fkk
HPLC TYPE : SHIMADZU LC-10A
COLUMN : Asahipak C8-50 4E 4.6x250 mm (5um)
ELUENT : MeCli/Water (85:15)
FLOW RATE : 1.0 mL/min
WRLBGHE  C 0V-vis 2w —
: UV-vi nn
INJECT VOL. ¢ 20 ul OPERATOR : } ;Tfk M)
Rk Chromatgram ikk
C:¥Lal bSolut10ns¥Data¥0277¥0dFSOB led
)
10.31\ Det.A Chl
7.5
5.0
2.5 ¥
o.oif—w“-
o0 25 s T 0.0 125 8.0
min

*k Peak Table Hkk
Detector A Chl 214nm

_peak No. Time Area NAME
1 14.122 15180 S610
Total 15180
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Fish analysis DATE: 2015/06/10
Day 0 SAMPLE : [C-277] Bioconcentration test on 8510
. REMARK : Analysis 0 day
(before starting Sample ID : Fish control
exposure) xxx ANALYTICAL CONDITIONS

HPLC TYPE : SHIWADZU LC-10A

Control group COLUMN : Asahipak C8-50 4E 4.6>250 mn (5um)
ELUENT : MeCH/Water (85:15)
FLOW RATE 1 1.0 m L/min
GG ivis 2t N )

: IV-Vi 4 nm Q

INJECT VOL. 20 uL OPERATOR. : ' L) U

Kotk Chromatgram o0
CV¥LabSo1ut1uns¥Data¥0277¥0dFCt led
i)

10.0 i Det.A Chl
]
7.5
5.0
2.5+
0.0-+——Y |
0.0 25 5.0 7.5 0.0 125 180
min
ook Peak Table Fxk
Detector A Chl 214nm
. . DATE: 2015/07/08
Fish analysis )
SANPLE ¢ [C-277] Bioconcentration test on $510
Day 28 EMARK  : Analysis 28 day
Sample ID : Std. 0.0879 mg/L
; ook ANALYT]CAL CONDITIONS s
standard solution ALY S .
_ : Asahipa X mn (5 4m
0.0979 mgL! ELUENT  MeCN/Vater (85:15)
FLOW BATE : 1.0 mL/min
pane 0 T Cpto
H =¥l nm
INJECT VOL. 220 ul OPERATOR : Y !
Sk Chromatgram
CV¥LahSulutlons¥ﬂata¥0277¥28?81 led
m
10.0 Tet. A ChI
7.5
5.0
2.5 \ §
0.0 fr’“J =
0.0 2l sle s 1o 2.5 18.0
min
kK Peak Table Kokk
Detector A Chl 214nm
peak No. Time Area NAME
1 14.046 2413 8510
Total 2413
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Fish analysis DATE: 2015/07/08

Day 28 SAMPLE : [C-277] Bioconcentration test on S510

Standard solution

0.9790 mgL"! gﬂﬁg‘ﬁ}
FLOW RATE

COLUMN TEMP
WAVELENGTH

INJECT VOL.

REMARK : Analysis 28 day
Sample ID : Std. 0.9790 mg/L

ik ANAL‘:’TICAL CONDITIONS sk

HPLC TYPE : SHIMADZU LC-10A

: Asahipak CB-50 4E 4.6x250 mm (5um)
: I‘IeCN/\\'ater (85:15)

: 1.0 nL/min

140 °C

: U-Vis 214 o - .
S 20 sl OPERATOR : ! . S\O\T/b

shokk Chromatgram

Fish analysis
Day 28
(at the termination
of exposure)

Control group

bk
C:¥LabSolutions¥Data¥C277¥28F52. led
" 10.04 -

~ Det.A Chll

> $510 / 14.084

S B—

T T 4 T T — L e B
0.0 255 5.0 5 10.0 12.5 150
min
ok Peak Table kK
Detector A Chi 214nm
peak No. Time Area NAME
1 14.064 24747 3510

Total 24747

DATE: 2015/07/08

SAMPLE : [C-277) Bioconcentration test on S$510
REMARK : Analysis 28 day
Sample ID : Control

o WALYTICAL COMITIONS v
HPLC TYPE MADZU LC-10A
COLUMN : Asahlpak C8-50 4E 4.6%250 my (5.um)
ELUENT : MeCN/Water (B5:15)
FLOW RATE : 1.0 uL/min
VRN 0V-vis ou

3 UV-VES 214 mo N
INJECT VOL.  © 20 L OPERATOR : ] , y&—%

Kok Chromatgram
C:¥LabSoluti uns¥Da.ta¥C277¥28FCt led

il
10.0 - Det.A ChI

7.6
5.0

2.5 i

N

0.0’ 25 B0 75 10.0 2.8 150
min

0.0

ok Peak Table Fxok
Detector A Chl 214nm
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9 Chromatograms of water analysis

9-1 Test group

Water analysis
Day 0

Standard solution
0.0963 mgL!

Water analysis
Day 0

Standard solution
0.6314 mgL!

DATE: 2015/06/10

SAMPLE : [C-277] Bioconcentration test on $510
REMARK : Analysis 0 day
Sample ID : Std. 0.0963 mg/L

wkx ANALYTICAL CONDITIONS SRk

HPLC TYPE : SHIMADZU LC-104

COLUMN . InertSustain C18 4.6X250 mm (5m)
ELUENT : HeCN

FLOW RATE : 1.0 mL/min

COLUMN TEMP 40 °C

WAVELENGTH S UV-ViS 214 mn -7
INJECT VOL.  : 20 uL | S\ aTo

Fiok Chromatgram

ok
C:¥LabSolutions¥Data¥C277¥0dS01. led

nV 15 —

1

~Det, A TR

10+

S$510 / 12589

5 "1 ' 15 20

min
Kokok Peak Table Kok
Detector A Chl 214nm
_peak No. Time Area, NAME
1 12.589 2379 S510
Total 2379

DATE: 2015/06/10

SAMPLE : [C-277] Elocuncentration test on $510
REMARK : Analysis 0 day
Sample ID : Std. 0.8314 mg/L

ok A.NALYTICAL CONDITIONS sk

HPLC TYPE 1 SHIMADZU LC-10A

COLlH\IN ¢ InertSustain C18 4.6x250 mn (5um)
ELUENT : MeCN

FLOW RATE : l.D nL/min

COLUMN TEMP

WAVELENGTH -t 214 - g\
H 1 nm )]
INECT oL : 20 pl, ommar . | O WO

skk  Chromatgram sk
C:¥LabSolutions¥Data¥C277¥0dS06. led
nV 15

Det.A Chi

10

>$E1G /12613

o

o 5 T 5 P
min
ok Peak Table  #¥x
Detector A Chl 214nm

_peak No. Tine Area NAME
1 12.613 15617 8510
Total 15617
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Water analysis
Day 0

High exposure level

Water analysis
Day 0

Low exposure level

DATE: 2015/06/10

SAMPLE : [C-277] Bioconcentration test on §510
REMARK : Analysis 0 day
Sample ID : High exposure level

bk ANALYTICAL CGNDIT]UNS wok
HPLC SHIMADZU LC-10A

CDLUMN : InertSustam C18 4.6%250 mm (54m)
ELUENT : MeCN

FLOW RATE : 1.0 mL/min

COLUMN TEMP 40 *C

WAVELENGTH S UV-ViS 214 m |
INJECT VOL.  : 20 ul OPERATOR : RN

#kk  Chromatgram
C: ¥LabSoIut1ons¥Data¥627’T¥EdW]v led

oV
15 Tet. A Chil
10-
5 g
g
- L"""\\-N\_/L ’
T T T T
0 ] 10 15 20
min
ook Peak Table Kk
Detector A Chl 214nm
peak No. Time Area Conc. ~ NAME
1 12.623 4063 0.1644 8510
Total 4063
DATE: 2015/06/10
SAMPLE : [C-277) Bloconcentration test on 8510
REMARK : Analysis 0 day
Sample ID : Low exposure level
ok ANALYTICAL CONDITI(JN'S bk
HPLC T : SHIMADZU LC-10A
CDLHMI\’ : InertSustain C18 4.6%250 mm (5um)
ELUENT : MeCN
FLOW RATE : 1.0 mb/min
COLUMN TEMP 1 40 °C _
WAVELENGTH ;Y- ‘hS 214 o f S\fk To
INJECT VOL. 120 ub OPERATOR : .
ok Chromatgram ok
C: ¥La.bSulut1ons’r’Data¥C277¥0dWL led
"o Det. X Chi
10+
5 ‘ i
g s
S NI 5 ]
. S —
0 ] 10 15 20
nin

Kok Peak Table ook
Detector A Chl 214nm

peak No. Time Area Conc, NAME
1 12.618 4262 0.1724 8510
Total 4262
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Water analysis
Day 7

Standard solution
0.0963 mgL"!

Water analysis
Day 7

Standard solution
0.6314 mgL!

DATE: 2015/06/17

SAMPLE : [C-277]) Bioconcentration test on S510
REMARK : Analysis 7 day
Sample ID : Std. 0.0963 mg/L

®kx ANALYTICAL CONDIT[ONS e
HPLC TYPE : SHIMADZU LC-10A

COLUMN : InertSustain C18 4.6%250 mm (54m)
ELUENT : MeCN

FLOW RATE : 1.0 oL/min

COLUMN TEMP °C

WAVELENGTH

: 4
: UV-ViS 214 mm
INJECT VOL.  : 20 uL OPERATOR : T S N

%kk  Chromatgram
C: ¥LabSo1ut10ns¥Data¥CZ?7¥7dWsOl led

o 15
Y Det.A Chi]
10+
5 g
s
. . é
. T T ¥ T T
0 5 10 15 20
nin
Fokk Peak Table Fkk
Detector A Chl 214nm
peak No. Time Area NAME
1 12.570 2664 $510
Total 2564
DATE: 2015/06/17
SAMPLE : [C-277] Bicconcentration test on $510
REMARK : Analysis 7 day
Sample ID : Std. 0.6314 mg/L
dokx ANALYTICAL CONDITIONS sokok
HPLC TYPE : SHIMADZU LC-10A
COLUMN : InertSustain C18 4.6x250 mm (54m)
ELUENT : MeCN
FLOW RATE : 1.0 nL/min
WRLOGES 0v-vis 21e
: OV-Vi nn .
INJECT VOL. @ 20 uL OPERATCR : . ?GW/U
$okk Chromatgram
Cv¥LabSu1L1t1uns¥])a.ta.¥0277¥7d“'sﬂﬁ Lled
) «
15 Det.A Chil
101
5 &
B
YN A
T "1 6 20
nin
L Peak Table — #x
Detector A Chl 214nm
peak No. Time Area NAVME
1 12.573 15678 8510
Total 15678
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Water analysis
Day 7

High exposure level

Water analysis
Day 7

Low exposure level

DATE: 2015/06/17

SAMPLE : [C-277] Bioconcentration test on 8510
REMARIC : Analysis 7 day

Sample ID : High exposure level

kK A_NALYTICAL CONDITIONS *gk

HPLC : SHIMADZU LC-10A

CDLUHN : InertSustain C18 4,6x250 mn (5.um)
ELUENT : MeCHN

FLOW RATE : 1.0 mL/min

COLUMN TEMP 1 40 °C

WAVELENGTH  : UV-VS 214 mn g\ -
INJECT VOL. 20 ul OPERATOR : T yato

ok Chromatgram sk
C:¥LabSolutions¥Data¥C2T77¥7dWHL. lcd

oV 15 S
p |

§510 / 12573

0,: ,,,J N

Det.A Chi]

0 e 10 15

ok Peak Table Fxk
Detector A Chl 214nm
peak No. Time Area Conc. NAME

1 12.573 4718 0.1842 8510
Total 4718

DATE: 2015/06/17

SAMPLE  : [C-277] Bioconcentration test on 8510
REMARK : Analysis 7 day
Sample ID : Low exposure level

FEk AN.&LYTICAL CDNDITIONS dokk

HPLC TYPE : SHIMADZU LC-10A

COLUMN : InertSustain C18 4.6x250 mn (5um)
ELUENT : MeCN

FLOW RATE ¢ 1,0 oL/min

COLUMN TEMP °

S 40C
WAVELENGTH @ IV-ViS 24 m —_ .
INJECT WOL.  : 20 ul omERATOR : | | 8\0%

%%k Chromatgram
C: ¥LabSo1ut10ns¥Data¥C277¥?dWLL led
mV

15

8510 / 12.572

Ll

"0
min

Tet.A Ch]

§ 10 15

Fkk Peak Table Kokok
Detector A Chl 214nm

peak No.  Time Area Cone. NAME
1 12.572 5004 0.1959 8510
Total 5004
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Water analysis
Day 14

Standard solution
0.0963 mgL"!

Water analysis
Day 14

Standard solution
0.6314 mgL!

DATE: 2015/06/24

SAMPLE : [C-277] Bioconcentration test on S510
REMARIC : Analysis 14 day
Sample 1D : Std. 0.0963 mg/L

Fkk ANALYTICAL CONDITIONS KK
HPLC : SHIMADZIU LC-10A

CDLUHN } TnertSustain C18 4.5%250 mn (5m)
ELUENT . MeCN
FLOW RATE : 1.0 ol/min

COLUMN TEMP : 40 °C

WAVELENGTH ¢ TV-ViS 214 nm
INJECT VOL. @ 20 oL OPERATOR : ot

®xkk Chromatgram
Cv¥LahSolut 10ns¥[1a‘ta¥0277¥14d8 1.1ed
i}

—
o

{' Det. A Chi
1
1
104
|
% z
[ VY N %
0 5 10 5 T T
nin
Kk Peak Table *kk
Detector A Chl 214nm
_peak No. Time Area NAME
1 12.603 2577 8510
Total 2577
DATE: 2015/06/24
SAMPLE : [c-277] Eionancentration test on 8510
REMARK : Analysis 14 day
Sample ID : Std. 0.6314 mg/L
sk ANALYTICAL CONDITIONS s
HPLC TYPE : SHIMADZU LC-10A
COLUMN : InertSustain C18 4.6x250 mm (5.um)
ELUENT 1 MeCN
FLOW RATE 2 1.0 nL/min
COLUMN TEMP 140 °C
WAVELENGTH : OV-Vi§ 214 nm -
INJECT VOL.  : 20 ul OPERATOR : } S\G\W
ook Chromatgram  sxx
C: il.abSo1ut10ns¥Data¥C27’?¥14dSE led
I\
151 Tet.& Chil
1 :
] ;
104 !
1 {
j
5 s
f
(].1i__g WA A
0 5 10 5 2
nin

*kx Peak Table ok
Detector A Chl 214mn

peak No. Time Area NAME
1 12.622 15533 $510
Total 156533
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Water analysis
Day 14

High exposure level

Water analysis
Day 14

Low exposure level

DATE: 2015/06/24

SAMPLE : [C-277] Bioconcentration test on S510
REMARK : Analysis 14 day
Sample ID : High exposure level

bk ANALYT]CAL CON]JITIUNS ik

HPLC TYPE : SHIMADIU LC-10A

COLUMN : InertSustain C18 4.6x250 mm (54m)
ELUENT : NeCl

FLOW RATE : 1.0 nL/nin

COLUMN TEMP 1 40 °C

WL DR s T
. H OPERATOR :
“ . g\fﬂ';o

kg Chromatgram Aok
C:¥LabSolutions¥Data¥C277¥14dWHLy. led

LT J

10-

|

hﬂ_m’\f"\ﬁ*

S§510 / 12.633

Det.A Ch]]

o

5 1o T s

Kk Peak Table Fkck
Detector A Chl 214nn
peak No. Time Area Conc. NAME

1 12.633 4758 0.1864 8510
Total 4758

DATE: 2015/06/24

SAMPLE : [C-277] Bioconcentration test on $510
REMARK  : Analysis 14 day
Sample 1D : Low exposure leve]

ok ANALYTICAL CONDITIONS ek

HPLC : SHIMADZU LC-10A

CDLUMN : InertSustain C18 4.6x250 mm (5.um)
ELUENT : MeCN

FLOW RATE : 1.0 nL/min

COLUMN TEMP H °C

WAVELENGTH S UV-ViS 214 nn
INJECT VOL. ;20 ul OPERATOR : } ‘ S\ﬂ%

ok Chromatgram Aok
C:¥LabSolutions¥Data¥C277¥14dWL. lcd

LTS

.
=3

"0
min

|

a
o/ AW .

S510 /12,630

Det.A Chl

T T T T u T

0 Tt 10 15

Hik Peak Table — #xx
Detector A Chl 214nm

peak No. Time Area Cone. NAME
1 12.630 4938 0.1938 8510
Total 4938
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Water analysis
Day 21

Standard solution
0.0963 mgL!

Water analysis
Day 21

Standard solution
0.6314 mgL!

DATE: 2015/07/01

SAMPLE : [C-277) Bioconcentration test on $510
REMARK : Analysis 21 day

Sample ID : Std. 0.0963 mg/L

*kk ANALYTICAL CONDITIONS *kk

HPLC TYPE : SHIMADZU LC-10A

COLUMN : InertSustain C18 4.6X250 mn (5um)
ELUENT : MeCN

FLOW RATE : 1.0 mL/min

COLUMN TEMP

: 40 °C
WAVELENGTH : (V-ViS 214 mm
INJECT VOL. 20 ul, OPERATOR : T \SZ\-DD

ook Chromatgram
C: ¥LabSolut10ns¥Data¥CZ7 T¥21dWs1. led

oV 15- S

—_
o
EPPEESR RS S

64

S$510 / 12.613

Det.A Chll

0 i N

1— T T T T

0 5 10 15

Fkok Peak Table
Detector A Chi 214nm
peak No.  Time Area NAME

1 12.612 2386 S510
Total 2386

DATE: 2015/07/01

SAMPLE : [C-277) Bioconcentration test on $510
REMARK : Analysis 21 day
Sample ID : Std. 0.6314 mg/L

xokk ANALYTICAL CONDITIONS fotok

HPLC : SHIMADZU LC-10A

COLUMN : InertSustain C18 4.6%250 mm (5.m)
ELUENT : MeCN

FLOW RATE : 1.0 oL/min

COLUMN TEMP : 40 °C

WAVELENGTH ~ : UV-ViS 214 mn - -
INJECT VOL.  : 20 ul, OPERATOR : ) . S\ N,

Fokok Chromatgram kkk
CV¥LabSolutlons¥Da.ta¥C277¥21dWSZ led
o

15

20
min

10

54

o
{
P $510 / 12.626

Det.A Chl

0 TR T T T T "

Kkk Peak Table Kok
Detector A Chl 214nm
_peak No. Time Area NAME
1 12.625 15985 $510
Total 15985
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Water analysis
Day 21

High exposure level

Water analysis
Day 21

Low exposure level

DATE: 2015/07/01

SAMPLE : [C-277] Bioconcentration test on 5510
REMARK : Analysis 21 day
Sample ID : High exposure level

e AHALYTICAL CONDITIGNS Hokk
HPLC + SHIMADZU LC-10A

CDLUMH : InertSustain C18 4.6x250 mn (54m)
ELUENT 2 MeCN
FLOW RATE : 1.0 nL/min
ﬁﬂlﬁgﬂﬁf : ﬁv vcs 21 -1
H i 4 nm -
INJECT VOL.  © 20 ul OPERATOR l _ \YD\%

Fokk Chromatgram s
C:¥LabSolutions¥Data¥C277¥21dWHL. led

oV 15 ;
Det.A Chi]
10+
5 =
| :
o km’ukkmﬂ; &
1 T T T T —
5 10 15 20
min
bk Peak Table ok
Detector A Chl 214nmn
peak No. Time Area Conc. NAME
1 12.628 4167 0.1664 5510
Total 4167
DATE: 2015/07/01
SANPLE : [C-277] Bioconcentration test on 8510
REMARK : Analysis 21 day
Sample ID : Low exposure level
Fxk ANALYT]CAL CONDITIONS sk
HPLC . SHIMADZU LC-10A
COLUI'IN : InertSustain C18 4.6%250 mm (5.em)
ELUENT : MeCN
FLOW RATE : 1.0 nL/min
COLUMN TEMP 140 °C
WAVELENGTH : UV-ViS 214 nm I .
INJECT VOL.  : 20 aL OPERATOR : { Joto
Kook Chromatgram sk
C:¥LabSolutions¥Data¥C277¥21dWLLv. led
oV 15
v Det. A Chi
104
) |
5- ! @
ST :
i/ N 3
T i T
B 10 16 20
nin
Fokk Peak Table #kk
Detector A Chl 214nm
peak No.  Time _Area Cone. NAME
1 12.616 4276 0.1707 5610
Total 4276
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Water analysis
Day 26

Standard solution
0.0963 mgL"!

Water analysis
Day 26

Standard solution
0.6314 mgL!

DATE: 2015/07/06

SAMPLE : [C-277] Bioconcentration test on 8510
REMARK : Analysis 26 day

Sample 1D : Std. 0.0963 mg/L

Kok ANALYTICAL CONDITIDNS ok

HPLC : SHIMADZU LC-10A

CDLUMN . TnertSustain C18 4.6x260 mn (5,um)
ELUENT : MeCN

FLOW RATE : 1 0 nLl/min

COLUMN TEMP °C

VAVELENGTH L V-Vi5 214 m
INJECT VOL. - 20 el OPERATOR . 5\0\ o

ok Chromatgram Fk
C: ¥Ls.bSolut1ons¥Data¥C2'?‘7¥26WSI led

Det_ A Ch]
10~
5 2
P Y a
) 5 " 1o Tk a0
min
ok Peak Table k%
Detector A Chl 214nm
peak No. Time  Area NAME
1 12.5 2340 8510
Total 2340
DATE: 2015/07/06
SANPLE : [C-277] Bioconcentration test on 5510
REMARX : Analysis 26 day
Sample 1D : Std. 0.6314 mg/L
otk ANALYTICAL CONDITIONS sorx
HPLC : SHINADZU LC-10A
gOLUMN : InertSustain C18 4.6x250 mm (5um)
: MeCN
FLOW RATE : 1.0 nL/min
VRN D0-vis 21 — ~
+ UV-Vi nm 3
INJECT YOL. 20 ul OPERATOR : | . S\Qx‘m/
kK Chromatgram
CV¥LahSolut10m¥Data¥C277¥28WSﬁ led
b
bj — Det.& ChI
7‘;
104
5 E
. 5
D1L A A
o 5 T " a0
min
ik Peak Table F¥k
Detector A Chl 214nm
_peak No. Time Area NAME
1 12.590 16010 8510
Total 16010
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Water analysis
Day 26

High exposure level

DATE: 2015/07/06

SAMPLE : [C-277] Bioconcentration test on S510
REMARK : Analysis 26 day
Sample ID : High exposure level

*kk ANALYT]CAL CONDITIONS sk

HPLC T
CDLUHN

COLUMN TEMP
WAVELENGTH
INJECT VOL.

kK Chromatgram

: SHIMADZU LC-104

: InertSustain C18 4,6x250 mm (5.um)
: MeCN

: 1.0 nL/min

UV-ViS 214 mm
20 ul OPERATOR :

.
=3

Sato

ok

C:¥LabSolut {ons¥Data¥C2T7¥26HH. led
W

10-

5510/ 12,593

Det.A ChI

SIS

0 "l ' 10 15
Fk Peak Table s

Detector A Chl 214nm
peak No.  Time Area Conc. NAME

1 12.593 4625 0.1857 8510
Total 4625

DATE: 2015/07/06

Water analysis
SAMPLE : [C-277] Bioconcentration test on $510
Day 26 REMARK  © Analysis 26 dey

Sample ID : Low exposure level

e AULITICAL GONDITIONS st
Low exposure level HPLC TYP  SHIHADZU LC-104

COLUMN * InertSustain C18 4.6x250 mm (5.m)
ELUENT : MeCN

: 1.0 nL/min
COLUMN TEHP  : 40 °
WAVELENGTH S OV-vis 214 m (\ +0
INJECT VOL. 20 uL OPERATOR : [ YA

ok Chromatgram %%
C:¥LabSolutions¥Data¥C2TT¥26WL. led

kS
[=]

20
min

mV [

8510 / 12,547

oM

Det.A Chi)

0 5 " 15

ok Peak Table ok
Detector A Chl 214nm

peak No. Time Area Conc. NAME
1 12.597 4503 0.1810 S510
Total 4503
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Water analysis
Day 28

Standard solution
0.0963 mgL"!

Water analysis
Day 28

Standard solution
0.6314 mgL!

DATE: 2015/07/08

SANPLE : [C-277) Bioconcentration test on 8510
REMARK : Analysis 28 day

Sample ID : Std. 0.0963 mg/L

Kk ANALYTICAL CONDITIONS *xk

HPLC : SHIMADZU LC-10A
CGLUMN : InertSustain C18 4.6x250 mm (54m)
ELUENT : MeCN
FLOW RATE : 1.0 mL/nin
WVELEVGTH  § 00415 o14 -
+ UV-ViS 214 nm 7y
INJECT VOL. @ 20 ul OPERATOR : [ . \g\[u\%

%k Chromatgram
C: ¥LahScIut1ons¥Data¥t‘,277¥25WSl led

LU

§510 / 12.610

Det.A Thi]

ook Peak Table sk
Detector A Chl 214nm
peak No.  Time Area NAME
1 12.610 2358 8510
Total 2358

DATE: 2016/07/08

SAMPLE : [C-277] Bioconcentration test on $510
REMARK : Analysis 28 day
Sample ID : Std. 0.6314 mg/L

Kokk ANALYTICAL CONDITIONS ook

HPLC : SHIMADZU LC-10A

COLUMN : InertSustain C18 4.6X250 mn (5um)
ELUENT : MeCN

FLOW RATE : 1.0 nL/min

COLUMN TEMP : 40 °C

VAVELENGTH ~ : UV-ViS 214 nm I :
INJECT VOL. - 20 ul OPERATOR : { IO

Sk Chromatgram
C:¥LabSoluti ons¥Data¥CZ77¥28WSZ led

20
min

oV 15+

104

> S510 / 12.604

Det.A Ch]]

c JL,,A

o ' 5 10 ' 15

sokk Peak Table $okk
Detector A Chl 214nm
peak No. Time Area NAME

1 12.603 15985 $510
Total 15985
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. DATE:
Water analy51s ATE: 2015/07/08
SAMPLE ¢ [C-277] Bioconcentration test on S510
Day 28 REMARK - Analysis 28 day
Sample ID : High exposure level

. o6k ANALYTICAL CONDITIONS ok
High exposure level HPLC TYPE : SHIMADZU LC-10A
S%E¥¥ : Ing;tSustain C18 4.6%250 mm (5um)
: Me
FLOW RATE : 1.0 nl/min
GELINGIE© dv-vis 214 7
H -Vl nm Y
INJECT VOL.  : 20 ul OPERATOR : [ _ ?(;VM

ok Chromatgram dokck
C:¥LabSolutions¥Data¥C277¥28NIL. led

nV 15

10

S510 / 12.617

Det.A ChI

R P

§ 0 15
Fkok Peak Table kkk
Detector A Chl 214nm

peak No. Time Area Conc. NAME
1 12.617 4543 0.1821 S510

Total 4543

: DATE: 2015/07/08
Water analysis /ot
SANPLE : [C-277) Bioconcentration test on 8510
Day 28 REMARK : Analysis 28 day
Sample ID : Low exposure level

1 #kk ANALYTICAL CONDITIONS sk
Low exposure leve HPLC TYPE : SHIMADZU LC-10A
COLUMN : InertSustain C18 4.6x250 mm (5m)
ELUENT : MeCN
FLOW RATE : 1.0 oL/min
40 °C

COLUMY TEMP

WAVELENGTH ¢ UV-ViS 214 mn
INJECT VOL.  : 20 sl OPERATOR : . g\ w10

ook Chromatgram *okk
C:¥LabSolutions¥Data¥C277¥28WL. led

W

20
nin

5 i

5510 / 12.612

Det.A Chi

|

0

0o 5 " 1o 15

ok Peak Table *kk
Detector A Chl 214nm

peak No. Time Area Conc. NAME
1 12.612 4522 0.1813 3510
Total 4522
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9-2 Control group

Water analysis
Day 0

Standard solution
0.0963 mgL"!

Water analysis
Day 0

Standard solution
0.6314 mgL!

DATE: 2015/06/10

SAMPLE - [C-277] Bioconcentration test on §510
REMARK  : Analysis 0 day

Sample ID : Std. 0.0963 mg/L

i ANALYTICAL CDNDITIONS Kk

HPLC T © SHIMADZU LC-10A
COL[ﬂIN : InertSustain C18 4.6x250 mm (5xm)
ELUENT : MeCN
FLOW RATE : 1,0 oL/min
COLUMN TEMP : 40 *C
WAVELENGTH : UV-Vi8 214 nm i —E—;
INJECT VOL. 120 ul OPERATOR : { a (,
ok Chromatgram $ohk
CV¥La.bSolut10ns¥])ata¥0277¥0d'§01 led
n F _
15 Det.A Chi]
10~
5 2
0 VAN g
0 5 o ks 20
min
Fokk Peak Table *kk
Detector A Chl 214nm
_peak No. Time Area NAME
1 12.589 2379 8510
Total 2379
DATE: 2015/06/10
SAMPLE : [C-277] Bioconcentration test on $510
REMARK : Analysis 0 day
Sample ID : Std. 0.6314 mg/L
sk ANALYTICAL CONDITIONS sokx
HPLC TYPE : SHIMADZU LC-10A
COLUMN ¢ InertSustain C18 4.6x250 mm (5.m)
ELUENT : MeCN
FLOW RATE : 1,0 oL/min
e W-Vis 214 - S\
i » OV-vi nm )]
INJECT VOL. 120 ul OPERATOR : ! . O\%
Sobk Chromatgram
C ¥LahSoluL10ns¥Data¥CZ'7'?¥DdSOﬁ led
) Tat, A Ch
10+
ol N A
0 5 10 B "2
nin

Kok Peak Table Kok
Detector A Chl 214nm

_peak No. Time  Area NAME
1 12.613 15617 8510
Total 15617
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Water analysis
Day 0

Control group

DATE: 2015/06/10

SAMPLE : [C-277] Bioconcentration test on $510
REMARK : Analysis 0 day
Sample ID : Control

fd ANALYTICAL CDNDITIONS *kk
HPLC : SHIMADZU LC-10A

CDLIIMN : InertSustain C18 4.6x250 mm (5um)
ELUENT : MeCN
FLOW RATE : 1.0 ob/min
WAVRLENGHE ¢ Vv 14 -
: UV-Vi nm
INJECT VOL. : 20 ul OPERATOR : ! , \S\D‘T/D

ok Chromatgram sk
C:¥LabSolutions¥Data¥C277¥0ANCt. led

v
"o Tet.A CAT
I
10+ I
1 |
!
5_
MJ
o/ -]
0 5 {0 {5 20
min

Fxk Peak Table Kokk
Detector A Chl 214nm
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Reference 10 Water quality test
Analyzed at Institute of Ecotoxicology, Inc.

<Quantitative analysis of the residual chlorine>

The quantification of residual chlorine in water used in this study was performed
according to JIS K0102 33.1 (o-Tolidine colorimetric method).

The concentrations of the residual chlorine during the experimental period were
determined to be 0.01 mgL! or less.

Concentratlon. of residual Date of quantitative

chlorine .

(meL") analysis
<0.01 6. 3.2015
<0.01 6. 10. 2015
<0.01 6.17.2015
<0.01 6.24.2015
<0.01 7. 1.2015
<0.01 7. 8.2015

<Quantitative analysis of copper>

The quantification of copper in water used in this study was performed according to
JIS KO101 51.1 (Absorptiometry). The concentration of copper was confirmed to be
0.005 mgL! or less.

Copper (mgL™) Date of quantitative analysis
< 0.005 6. 30. 2015

<Quantitative analysis of dissolved organic carbon concentrations>

The quantitative analysis was performed using a total organic carbon meter TOC —
5000A (Shimadzu Corporation) (SOP/INS/4.9).

The dissolved organic carbon concentration was confirmed to be 2 mgL! or less.

Dissolved organic carbon Date of quantitative analysis
concentration (mgL'l)
<2 6. 29. 2015
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No. 156016
April 21, 2015

Report of the test results

To the Institute of Ecotoxicology Inc.

3-15-1 Komazawa, Setagaya-ku, Tokyo
Shinnihon Environmental Research Corporation
(Measurement Certification Industry Registration,
Tokyo, No. 882)

(Akira Kishi, Executive Director)

The results of the test conducted on the sample as requested on April 1, 2010 were as follows.

Subject: Analysis of water used for raising carp
Organization which Institute of Ecotoxicology, Inc.
collected the sample:
Type of sample: Water quality
Date when sample was April 7, 2015
collected:
Sample Names Water Quantifiable Test methods
used for lower limit
raising
Items analyzed carp
Nitric nitrogen and (mg/L) 1.5 | 0.02 Service water test method (2001) VI-2 13.2
nitrous nitrogen
Potassium (mg/L) 1.2 1 0.5 Service water test method (2001) VI-1 17.2
permanganate
consumed
Cyan (mg/L) | Not 0.001 Service water test method (2001) VI-2 22.5
detected*
Total mercury (mg/L) | <0.0005 0.0005 Service water test method (2001) VI-3 25.2
Organic phosphorous  (mg/L) | Not 0.05 1974 Environmental Agency Notification No.
detected* 64 Appendix 1
Iron (mg/L) 0.001 0.001 Service water test method (2001) VI-3 13.4
Manganese (mg/L) | <0.001 0.001 Service water test method (2001) VI-3 12.4
Zinc (mg/L) 0.011 0.001 Service water test method (2001) VI-3 16.4
Lead (mg/L) | <0.001 0.001 Service water test method (2001) VI-3 27.2
Hexavalent (mg/L) | <0.005 0.005 Service water test method (2001) VI-3 11.
chromium Reference 2
Cadmium (mg/L) | <0.001 0.001 Service water test method (2001) VI-3 21.4
Arsenic (mg/L) | <0.001 0.001 Service water test method (2001) VI-3 17.2.2
Fluorine (mg/L) 0.08 0.05 Service water test method (2001) VI-2 3.2
Total hardness (mg/L) 66 0.02 Service water test method (2001) VI-1 15.2.3
Phenols (mg/L) | <0.005 0.005 Service water test method (2001) VI-4 10.5
Anionic surfactant (mg/L) | <0.02 0.02 Service water test method (2001) VI-4 11.2
pH 7.1 0.1 Service water test method (2001) VI-1 9.2
(water temperature at time of analysis) (20.4)

* “Not detected” means when measured by the analytical method listed above, the result was less than the
quantifiable limit.
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Reference 11

Observation record of the test fish (carp)

| Observation record of the test fish I No 1 | Test Substance | S510 | Test No. I C-271
Date | Feeding Concentration Level 1 Group Concentration Level 2 Group Control Group Temperature/°C Observed
period (Water tank No. 4) (Water tank No. 5) (Water tank No. 6) by
(days) Swim Food Health | Water | Mortality | Swim Food Health | Water | Mortality | Swim Food Health | Water | Mortality | Level | Level | Control
2015 status | intake flow status | intake flow status | intake flow 1 2
6.10 0 O.K. - O.K. [ OK. 0 O.K. - 0.K. | OK. 0 O.K. - 0.K. | OK. 0 24.5 24.5 24.5 T.S
11 1 OK. | OK. | OK. | OK. 0 OK. | OK. | OK. | OK. 0 OK. | OK. | OK. | OK. 0 24.4 24.5 24.4 T.S
12 2 OK. | OK. | OK. | OK. 0 OK. | OK. | OK. | OK. 0 OK. | OK. | OK. | OK. 0 24.2 24.3 24.5 T.S
13 3 OK. | OK. | OK. | OK. 0 OK. | OK. | OK. | OK. 0 OK. | OK. | OK. | OK. 0 24.2 24.6 24.2 T.S
14 4 OK. | OK. | OK. | OK. 0 OK. | OK. | OK. | OK. 0 OK. | OK. | OK. | OK. 0 24.5 24.9 244 T.S
15 5 OK. | OK. | OK. | OK. 0 OK. | OK. | OK. | OK. 0 OK. | OK. | OK. | OK. 0 24.5 24.7 244 T.S
16 6 O.K. - O.K. [ OK. 0 O.K. - 0.K. | OK. 0 O.K. — OK. | OK. 0 24.9 24.7 24.4 T.S
17 7 OK. | OK. | OK. | OK. 0 OK. | OK. | OK. | OK. 0 OK. | OK. | OK. | OK. 0 24.8 24.3 244 T.S
18 8 OK. | OK. | OK. | OK. 0 OK. | OK. | OK. | OK. 0 OK. | OK. | OK. | OK. 0 24.5 24.8 24.6 T.S
19 9 OK. | OK. | OK. | OK. 0 OK. | OK. | OK. | OK. 0 OK. | OK. | OK. | OK. 0 24.6 24.9 24.9 T.S
20 10 OK. | OK. | OK. | OK. 0 OK. | OK. | OK. | OK. 0 OK. | OK. | OK. | OK. 0 24.5 24.2 24.6 T.S
21 11 OK. | OK. | OK. | OK. 0 OK. | OK. | OK. | OK. 0 OK. | OK. | OK. | OK. 0 24.2 24.2 24.7 T.S
22 12 OK. | OK. | OK. | OK. 0 OK. | OK. | OK. | OK. 0 OK. | OK. | OK. | OK. 0 24.6 24.7 24.9 T.S
23 13 O.K. - O.K. [ OK. 0 O.K. - 0.K. | OK. 0 O.K. - 0.K. | OK. 0 25.3 24.6 25.1 T.S
24 14 OK. | OK. | OK. | OK. 0 OK. | OK. | OK. | OK. 0 OK. | OK. | OK. | OK. 0 25.3 24.9 24.9 T.S
© Flow rate: Level 1: 300 ml/min, Level 2: 300 ml/min, Control: 300 ml/min to be confirmed.
@ Food intake: 0.06 g per fish ©Feed provided: Maruha-jirushi compound feed for juvenile carp C-2 (Hayashikane Sangyo Co., Ltd. Lot 01374)
© Cumulative mortality at the end of the test: Level 1: 0% Level 2: 0%, Control: 0%
© Remarks (Situation at the time of abnormality and treatments taken): Not applicable.
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| Observation record of the test fish I No 2 | Test Substance | S510 | Test No. I C-271
Date | Feeding Concentration Level 1 Group Concentration Level 2 Group Control Group Temperature/°C Observed
period (Water tank No. 4) (Water tank No. 5) (Water tank No. 6) by
(days) Swim Food Health | Water | Mortality | Swim Food Health | Water | Mortality | Swim Food Health | Water | Mortality | Level | Level | Control
2015 status | intake flow status | intake flow status | intake flow 1 2
6.25 15 OK. | OK. | OK. | OK. 0 OK. | OK. | OK. | OK. 0 OK. | OK. | OK. | OK. 0 25.1 24.7 24.5 T.S
26 16 OK. [ OK. [ OK. | OK. 0 OK. | OK. [ OK. | OK. 0 OK. | OK. | OK. | OK. 0 24.6 24.5 244 T.S
27 17 OK. | OK. | OK. | OK. 0 OK. | OK. | OK. | OK. 0 OK. | OK. | OK. | OK. 0 24.9 24.3 24.5 T.S
28 18 OK. | OK. | OK. | OK. 0 OK. | OK. | OK. | OK. 0 OK. | OK. | OK. | OK. 0 244 24.9 24.7 T.S
29 19 OK. | OK. | OK. | OK. 0 OK. | OK. | OK. | OK. 0 OK. | OK. | OK. | OK. 0 24.9 24.7 24.9 T.S
30 20 O.K. - O.K. [ OK. 0 O.K. - 0.K. | OK. 0 O.K. - 0.K. | OK. 0 24.9 24.9 244 T.S
7. 1 21 OK. | OK. | OK. | OK. 0 OK. | OK. [ OK. | OK. 0 OK. | OK. | OK. | OK. 0 24.8 24.5 24.4 T.S
2 22 OK. | OK. | OK. | OK. 0 OK. | OK. | OK. | OK. 0 OK. | OK. | OK. | OK. 0 24.6 25.2 24.2 T.S
3 23 OK. | OK. | OK. | OK. 0 OK. | OK. | OK. | OK. 0 OK. | OK. | OK. | OK. 0 24.6 25.0 24.5 T.S
4 24 OK. | OK. | OK. | OK. 0 OK. | OK. [ OK. | OK. 0 OK. | OK. | OK. | OK. 0 24.7 25.0 24.4 M.T
5 25 O.K. — | OK. | OK. 0 O.K. — | OK. | OK. 0 O.K. — | OK. | OK. 0 24.5 25.5 24.5 T.S
6 26 OK. | OK. | OK. | OK. 0 OK. | OK. | OK. | OK. 0 OK. | OK. | OK. | OK. 0 25.2 25.0 24.7 M.T
7 27 O.K. - O.K. [ OK. 0 O.K. - 0.K. | OK. 0 O.K. - 0.K. | OK. 0 24.8 24.8 244 T.S
8 28 OK. | OK | OK. | OK. 0 OK. | OK | OK. | OK. 0 OK. | OK | OK. | OK. 0 24.6 24.7 24.6 T.S
@ Flow rate: Level 1: 300 ml/min, Level 2: 300 ml/min, Control: 300 ml/min to be confirmed.
@ Food intake: 0.06 g per fish ©Feed provided: Maruha-jirushi compound feed for juvenile carp C-2 (Hayashikane Sangyo Co., Ltd. Lot 01374)
© Cumulative mortality at the end of the test: Level 1: 0% Level 2: 0%, Control: 0%
© Remarks (Situation at the time of abnormality and treatments taken): Not applicable.




Reference 12  UV/VIS absorption spectrum of the test substance

UV  (Acetonitrile)
Amax  (log €) 214.00 nm (3.95)

Spectrum Point Pick Report

04/24/2015 04:46:15 PM

Data Set: C277 S510 - RawData

0.294 T T T
0.2001 -
8
< 0.100 =1
0.000 T
-0.085 1 ! L
200.00 250.00 300.00 350.00 400.00
nm.
[Measurement Properties] No. Wavelength | Absorbance| Description
Wavelength Range (nm.): 190.00 to 400.00 1 214.00 0.191
Scan Speed: Fast 3 - -
Sampling Interval: 0.2
Auto Sampling Interval: Enabled
Scan Mode: Single

[Instrument Properties]

Instrument Type: UV-2600 Series b I . ,,{ Ca A\ 3 avs /) Lok )
Measuring M)épdej Absorbance ;gTL'I N [ l.’il [ SM’IL\T’ i Y ? i Z 2 f/l!—. (/I{K\(‘A p
Slit Width: 2.0

Accumulation time: 0.1 sec.

Light Source Change Wavelength: 323.0 nm _—

Detector Unit; Direct / S\ o

S/R Exchange: Normal S N (/

Stair Correction: OFF

[Attachment Properties]

Attachment: None

[Operation]

Threshold: 0.1000000

Points: 4

InterPolate: Disabled

Average: Disabled

[Sample Preparation Properties]

Weight:

Volume:

Dilution:

Path Length:
Additional Information:

Page1/1
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IR spectra for the test substance
IR spectrum provided by the sponsor

Reference 13
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IR spectrum obtained at our laboratory before the test

.

110

%T

W ————

I
2926.01—

|
1456.26—

I
C1647.21——

1141.86—
1047.35—

_\\ll‘\\ll}\lfli\\llillllIJIIi\[lWf\\Illl\\il\\\li\llli'l‘l'li'\\l\

4000 3600 3200 2800 2400 2000 1800 1600 1400 1200 1000 800 600 400

[C-277] S510 (Lot. 14NADOT) 1/cm
File Name:C277S1 Sample: [C-277] S510 (Lot. 14NADO7) .
Date/Time: 2015/04/24 16:12:31 Operator: | . \ATO
Type: [RPrestige-21 No. of Scans: 20 Method: KBr
Units: 1/cm Ordinate: %T Detector: standard
Min:  399.26 Max: 4000.36 Apodization: Happ—Genzel
No. of Datapoints: 1868 Data Interval: 1.93 Resolution: 4 [1/cm]
Gain: auto Aperture: auto SpeedStd: 2.8

Peak Intensity
1 1047.35 20.72 C-0 stretch
2 1141.86 20.474 C-F stretch
3 145626 43.532
4 1647.21 32.902 C=C ring stretch
5 2852.72 56.508
6 2926.01 49.873- C-H streteh
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IR spectrum obtained at our laboratory after the test

135 —

2852.72—

|
2926.01——

1456.26——

1
1647.21

:L
S
P
3
=3

1
1141.86—

\\II]I\IP‘lI!lilIIlIIIIWlIIIIII\‘IIII[III.‘II\\iI\lI‘Flll}‘\[il

4000 3600 3200 2800 2400 2000 1800 1600 1400 1200 1000 800 600 400

[C-277] $510 (Lot. 14NA0Q7) 1/cm
File Name:C277E1 Sample: [C-277] S510 (Lot. 14NA007)
Date/Time: 2015/07/08 15:09:59 Operator: | SaTO
Type: IRPrestige-21 No. of Scans: 20 Method: KBr
Units: 1/cm Ordinate: %T Detector: standard
Min:  399.26 Max: 4000.36 Apodization: Happ—Genzel
No. of Datapoints: 1868 Data Interval: 1.93 Resolution: 4 [1/em]
Gain: auto Aperture: auto SpeedStd: 2.8

Peak Intensity
1 1049.28 28.23 C-0 stretch
2 1141.86 28.28 C-F stretch
3 1456.26 49.81 .
4 1647.21 425 C=C ring stretch
5 2852.72 69.85
6 2926.01 63.99 C~H streten
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On the following pages, the original (Japanese version) of the final report,
excluding reference materials, is attached.
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RERDOFRRE S510 M =aA Cyprinus carpio \Z3F A IEHEEERER

R C—277
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4. RBREBY

5. fRA L=k

6. BHGLP

vz & R &H F

BT =T
S510 DA Cyprinus carpio VIV % IEHEEERER

ft4 ] NCHX&4:
fERT  T100-8105 FURHNTUH X AFE2-2-1

Rt o b ¥ vam OB
£ BT T331-0811 HER S\ E ALK EEEr2T B 28%Hh1
¢ = R
(e % %) %iESR
GEHEHEE) L%

paiii

WERRE DRI T D BHEHEOREIC OV TOMREES,

MR EME SR DRBROFIEIC O T<ANMEDENICBIT 5132y
HORMEERER> | CER23E3H 31 BIAF033IETE EANEEEEE DD
R, k3 - 03 - 29MRHEEE RFEEEMUEEERER CBRARE
110331009% EREEEREAREBIR DR E4 @) B L O
OECDALZAmT A N A KA >, *No.305, Bioaccumulation in Fish: Aqueous

and Dietary Exposure” (2012810 H 2H R 12 & 5,

{LZEWE GLP . DETRUbLFWE SR 5 BBk & i+ 2 B iaR 1c B4 5 Jhue
oWy (PRk234E3 A 31 HEARK0331IES S EARBHEERAMBE, F
[£23 + 03 - 20UREE6 5 MFEEHMEEERER CREARE 110331010
B REARAREBSRREEAEMN) 12X 5,

OECD-GLP : [OECD Principles of Good Laboratory Practice] (as revised in

1997) 1 12X B,




7. HBRME DA

8. FABRHAM

9. MBRHKER

10. AREROFE L BEL LUK

11. RERIORE

trans—4— {[3, 5—=V7)NFu—4— (F) 7t RAF)N)
Zx/FV] (Yongdnu) AFNV) —4' —trans—7RENA—1
17 —EvZu~Fign

W& #R: S510 (Lot No. 14NA007)

CASE R :  208338-86-7

3

(1) BB 2R B 2015 ¢ 5 A 11 H
(2) PBREMEIRM
Az AR 2015 £ 5 H 18
Bl{b# T H 2015 4 6 H 10
EBBLA 2015 4£ 6 A 10
EBR¥ETAH 2015 £ 7 A 8
(3) RBRAKTH 2015 4£ 7 A 15

I T I m ™

WERWE S510 D =11 Cyprinus carpio (23T HIEHEEERBR 1T - 7=,
28 HM D RBHIMIZB T 2 BMEEROERE TRICE LD,

e 1 REX B2 REX

S510 DIEMEEER (BCF) B -
(0. 02 mgL™) (0. 002 mgL™)

EHE{E = (BCF) 12~30 10~29

WM E DY T T 7 4 v 2 Danio rerio \ZII) 5 9I6HERILC,fEIL 25.6 mgl™
KO RENoTz, ETRKBMEE, 2.3X102 mgl? Thotzz kv, #HEk
HREEIIES 1IREEX 0.02 mgl™, % 2REEX 0.002 mgl™ @ 2 JEEICHRE LI,
AUMEEERBRORER, B 1RER, F2RER L BIT, EBEGZE BCF) »
28HMZEL COOERMETH o2, 28H B CERIGELE L2 LTRE
ERET Lico HBRMESEI0DWMEEITIEV & & SRR S iz,

FBRIZBI 3 2 TRLORRERS L OBRHT, (L2 E OFE R CREL ORHIIZ/E
OISR (EMSFEEREITS, DT MEFE Lvo, ) B4REIEEL
VIEE2TH, Ho4eEE2E, HE3EA L IIHE8HE, BI0LE3E N IIE145521E
DRIEIC K DB EZ2IT R0, $RYE, SRWE, ZofmosE,
{EFERAGREE 1S U 138827, #554%521H, H3EE L I3EE8E, %104
BESTE TR 145 BB 2THDBUE I L BB Z 52T 125 104E R U E R T %
ERWTREIRE L 5 2HMOWThE G oHM, kattoa by
van P—ERNARE T D,

EDHDOFEEIZ OV TR E D Lk 5,
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(2) PERMEFICET DR
(3) EB/ — 1, £F—%, Fv¥— ME
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1. WERmE
AREETBOTHBRWEL, ROAH, BEREZETS b0 LT 5 (FRFRIEREIC L B),

L1 & #
trans—4—{[3, 5—VI7AFu—4— (FNITAFRAFNL) T=/%] (DT F
1) AFN} —4) —trans—7REA—1, 1/ —ELru~Fii
W& #: S510

CASES : 208338-86-7

1.2 #E=

DFR . CuH,F,0 (MW 454, 46)

L3 #EEERL Oy NEE
(1 # f# # J N CH#HRE4t

(2) vy hEE  14NAOOT

1.4 [ &
ABRBRIARFIC ZREH R DTN A 27 bV & ST CRIE LI E D 2 =2 ks —Et
DI LILL Y F—MEZRERR Lic, S IR TREOIRIMBIL A=Y MR, RERBILAR O Z 4L &
—BLEZLizd Y, RBYMTORBMEOREELTER L (BEEE 13 B1),




1.5 PEYLEAMER CRFEH R T — F 1T X B)

4t
il
Bl
i

#

B

J= Gl

fi# B

HEEE

=99.9%

T B <0.1%
83°C
[(YFTET—4, 25°C]
K

ro~Fe
ZA=1=0 8

T b
TEr=FU W
VAFIVANVEFY R

2. REBRFER X OOHE
FRR239E3 A 31 H SARO033IETE, Trk2s - 03 « 208U /R85 5, BRARE1103310098 : HH (L2
WEEIRDRBRO FEIZOWT<AMEDEKRNICIIT B (L2 WE OEHEERER >3 L Ot T0ECD

Guidelines for Testing of Chemicals] IZE®D 3

2.3X10%2 mgL! (7T R =aik)
>1.0X10° mgL™
>1.0X10° mgL™!
>1,0X10° mgl™

1.0X10* mgL™

1.2X10% mgL™?

€

No. 305, Bioaccumulation in Fish: Aqueous

and Dietary Exposure” (20124E10H 2 H:H) I » TIiTFo 7=,

2.1 BRME OIRERTED T2 DY 7" 5749v20T X % Btk EMERER (96FFFEILC,,3R) (SOP 2. 6)
FRARBRORERZ b L8, BEREZITVIFMILCEZ KD~ (0BCDF R hH A KT 42 203D
FEEBREIL L TITo7)

(D

797492 (Danio rerio)

Lot No.
A F %k
A FH
FHER
FIAE
BI{E A

150310

HmEARAa (TERTENILRIKFHEAT 292-1)

20154 3 A 10 H
3.4 £ 0.1 cm

0.26 = 0.02 ¢

20154 3 H 10 B ~ 201548 5 A 12 H
AF - Bi{ki%, SOP 2.1, SOP 2.5 129> TiTo 7=,




(2)  ERARRIEN:

N

(3) FRBNEE
(4) "Bk
(6) REHIE
(6) FABRAIAK

(n &y &
(8) BRI
(9) BB

(10) BBRHER

45 ' Al Polyoxyethylene Sorbitan Monooleate (Tween 80)

4y Bk PRE R LOBRME D 4 5B D Tveen 80 20 5 AMY- L 7
BICEVRAS, MRLARNBIRE L, ZA7 5 2 a3 CHliiks
BB LB LW S E2%, ROBAMICMA T, HEBL2N 5
BE TG Lok, BHUKEMNZ T 1000 mgl ' FURZ TS L-, B
BEABRAK CHRURBRK E L,

25.1 = 0.1C

728, RBPkE 4L

de1bkE (48FFH] B I2HK)

O SVREm EAROBSEIK

KERE REREDORER, 2EER 10 \RTTEE M [KERKOKEHYUE)
WCHAELTWAZ L 2R LI,

10 /4 LkHE

201545 5 H 12 H ~ 201548 5 A 16 H

AYEWME & UCHERE (1) Fkfuzd AWzl e ElE L, YH0ED 3

TRIEME (96IFH) LCxfE 0.08 ~ 0.3mgl™) A LZFE—0r v Db o

L L,

WHMHEIT 4 RO HEIA] (Tween 80) &AW THEEIT 0T, 4 EBHAINL M

100 mgl™ 2RIV K O IR EIRE L RE LI BE, SRR R

BED ERRIZ 25 mgl? TH D, TArkBROD 96 B LCq 1% 25 mgl ' L W K& hro iz

ZE LY, ARBUIHBEIRE 25 ngl”! ZRERE L T BIRERRLE Lz, 20

5, 96 FERE LCoo fEI 25. 6 mgL™ K W REWZ & 2R L=, HBRWE DI,

HPLC MIEIZ & W ROT-HIHEHEE TH 2 (TRBR) .

OBk T R (%)

it & W B E (ngl™) 24 FERE | 48 BERN | 72 R | 96 BERY
0.5 50 80 100 100

FRBAER (11) F/kFnds
0.05 0 0 0 0
BRI E X 25.6 0 0 0 0
xR (Bh&D X Tween 80 100 0 0 0 0
SR GRER A K) K — 0 0 0 0




2.2 RiEERBRO £

)
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FAEERBROBRBRM L LT, BAONRENATES A Cyprinus carpio %R (SOP 2. 102) L, &

e TR L7z
2 A
N
A B
ERBLUBI

RBAORE
S

& o

feE Tk

Cyprinus carpio (Lot No. 150518 No. 3)

LA MRS (REAR I\ TERSE1255HT388)

2015%% 5 H 18 H

W= b u DRI TR, 2R 8.014.0 cnfRED b D 2%
(S0P2.4) L, =i —Ta (REFRESE @), AHEICTHRBE, BibRENo. 1i
CHIMEZ BRAE L7z (SOP2. 3, SOP2.5), MMAIIC 2542.0°C D/KIBT 7 HEIE
bL, JECRN 5% UTTHDHZ L 2HERL, RBRICER L,

R E 4.45 £ 0.33 g (SOP 2.8)
ek 7.8 £ 0.1 ecnm (SOP 2.8)
BRI P oD BLREX 0% (SOP 2.7)
RO R H2REX 0%

SR X 0%
JEEEHE (Zuafilh—RAX ) —UHHEICLB)

IR B Ah AT 4.1% (F¥ n=2) (SOP 2.9)
RERHE T By 3.8% (F#) n=2) (SOP 2.9)

(R ORIEBLIT, BEER 11 [ORLE, )

F LB AR o/ #AR -2

HEBE 42.0%
OB B 3.0%
MIREEFEMA S

HRBEEDK 1L.5% & HRICEBMREE L, 720, RBRADERRHEHEIE
%ﬁéﬂbfﬁﬁlof:o




(3) HBRoEM
BRI
HRIERT

2.1 (6)IZ[F

C
o

JREARE R ERB L OERMED 4 EEOD Tveen 80 &4 5 AfUY
TNVEZRY AR, MR LZRRLRA Lz, ZA7 5 2ahi Tl
MK ZHIE L RN OB STk, EORAMITM AT, B
R DERIEE TR Lok, BiMiKEMN2Z T 1000 mgl R % 7
LT, FiRERBAKCHERLUABRKE L,

HIREX  ERREREZRBAKCHERL, 2 mglle Lk, 2hzEbicR
BRAKTHRL, ERANRBKEICRR L,

Bo2REX  EREFRERBRAKCHIRL, 0.2 mgl'e Lz, ZhEEbIC
AR CHRIRL, BRI RBRAEICTE L,

¥ B X Tween 80 @ 8 mgL iREFRERFIK CHAIRL, EBAOICRBRAN
Wi L7z,

RRERREE 2EBEH 128K

R AR AR
7T A8 & B 100 L RBR/KE 50 L)

JikE 300 mL min? (432 L day™)

B 1IREDGT No. 1 /KHH, 25 2 REERIT No. 2 /KM, E/atiX
{INo. 3 AKIEZHEM LTz,

REBIRE  ERDEORKIEMREIL 3X102ngl Th o Tr, EMEERRC
1%, XIKEARELL T COREREL LTz,
S BIZY 77 7749Va Danio rerio \Z X % 96BERILC,fEIL 25.6 mgL™
KOREDPSTZ LY, BOAHE1/1280, 1/128008 L, BRAE
REZRO LI IZEDTE,

BIREX 52 REX xR X
PR E IR 0.02 mgL™ 0. 002 mgL™ —
BhAIIREE (Tween 80) 0.08 mgL™! 0. 008 mgL™ 0. 08 mgL™

RBUKRE 247 £ 0.3 C

ABkpH 7.6 £ 0.1

HBRADO  7.36 + 0.22 mgL’

(B4 B OIREE, RBR/KpH, REKDO 1%, B2EEE 2-2 IR LA, )
RBKDOEHFRFREOHIE (SOP 2.12)




BLREX 0. 4886 mgL™
B2 REX 0. 1364 mgL™
SRR (BhAIRINX) 0. 2262 mgL™
10 mgL'BATFCTh 2D Z & #RERB LT,
FREADTER  IMNED v BEOLAT
MR B R A9 10HER]
RBEYM 20546H10H ~21547HS8H
SHTBRRIT 2.8 T IR LT
RBRAE F1IREX 46 R, F2REX 46 B, xIBK 15 B
SIHTRERER X UM VIR Lk
1EDHHTE2E1EE L, n=2TEE L%,
MHBEOSIIT2R1EE L, n=1TEEL%,




2.3 Ak L OBk O

2.3.1 MEsHTIE (SOP 2. 11)
RTALER
FHLIREX, F2REXBIOMBR LY O HICRRAZ 6 B (277 LIHBRIZBW T 2 B)
FTOFMTHRIL, KKICANBIESE, KEKTRERELZ L8V — PR X, Fm
KT (SOP/INS/4.2.2) THREZ 0.01 g B E CHIE Lz, £RIZIODERNLRONDEHRE
TOREZ 0.1 cnMyETRIEL, 2B 2RTO% 1EE L, FEER 2EZHHICAW,
YD 1LERTNVIRANCES, 1RBRTORIVFCANE, RBRAESLICRIE (Fry
7 4&) WCANTHES LINERIRTE L7 (SOP 2. 15),
RRAZMTINICL, REDTAS Y~y FICARE, T b=FU 70 nLEMZ,
9000 r.p.m. T 6 4yff], ANEIF A X (SOP/INS/4.17.2) LTz, WEMEELEFICB L, KT
FTAV =Dy 7NETE,= UL 5nlT 2 B (5 ulX2) ¥EL, TOWRLELMEICM
7o 15 4yfIiEEL43HE (SOP/INS/4. 16. 3) (9000 1. p.m., #I10°C) L7=%%, 100 mLBAEND A AT T X
A (T RN T v I RER HF AT 4VF—6050) L, 7 F=FU 5 nLCAHESE
Yol L7k, 78 F=HF YT 100 mLIZER LTz,
ZDEFREDO—HE 10 nLF—/L By b THERL, 50 nLEBOT A7 I A3, n—
Y =z SR L— & — (SOP/INS/4. 14. 3. 2) TREHLE Lz (ki 40C) . 727 5 2 aNIcZER
ZRE AT, BREBWHLE,
—J7, SepPak7 1 Y VML, n-AF VY 5 ulEHLTarFova =y S LTRWE, TR
7 A aNOREHE® Zn-~F 528 nLTHEM L, Sep-Pak” 1 U VMTHEA LT, #NT
O n=~F Y 5l THATZ T AaNERE, WREEALL, RIZ @ n—~F¥/Prnno
AL (2:1v/v) L% Sep-PakiZiEA L, HEHIK O, @% S0nlAFEDNT AT IRt T,
Sep~Pak 7 1 U VN ~DIBEHEEIL TN TH 3 nl/minTfTo 7z, BHEER n—Z ) —x EL—
Z—TREGZE L (kIR 40C) . PEOT7T¥ b= NI ATEEDEZBMSE, 1| nLEED A
AT T AP L, WRTL nllER L, ZOERKREHPLCHIEARBIE L, Zhi o

B—3—hMCRTERAEDLSICRD,
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(2R, 13#)

- RE, 2RUE
ikl
—7EZbh=kFU) 70 nl
sIREVF A R(9000r. p.m., 6 45
—7h=hFU/ 5 mLX2
(BREDTA Y —T v THOWE)
- O BE (9000 r.p.m, 15 4y, #910°C)

)

+ 100 nLABED A AT T A2ZAE
(TEAYTy I RER AT A7 4 V5 —GC50)
—7 % h=hU) 5oL (AHEEHE)
cEZA 100 mL (7 Rh=hUL)

TE

IR

Sep—Pak7m U ¥

avrF4va=d
—n-~¥H%2 5 mlL

— ERIENS 10 mLsyEL
- BUERCE (ki 40°C)
—n-~FHP L 3l

e

O n-~FHP> 5l
@ n~FY /P A 21 v/v) bl
(Sep—Pak” 1 U PIV~DBEEEL, TTH 3 nl/minTiFo 7, )

B ©,©

I

- WEFLE (ki 40°C)
—T7EZh=hrU

I mb(ZEh=rUN)

HPLCHIE FH #t

11




2.3.2 RBUKSHTE (SOP 2. 10)
RITALEE
ARBAEOHRELY, ZAT7I7 A3 TELEER #9200 nl, %5 2EEX £300 nl ZEAL
oo UGS HE LIFET 5 ZHSOWBE R o, FEEZAAT Y VA —TE1BEK
100 nL, % 2IREX 200 nLEtE& L7z,
FEUCRBKEZE 1 REXII200 nLAE, 25 2RERIT 300 nl AEOHHE T — MTANLE,
FEARAVY F—RNEDBOBMAKTHENINOMA T, P7nui 2028 1 BEX, F2
BERXEHIZ 50 nL MMz, #E 5 (SOP/INS/4.15) T, A ¥N% 7.0 izky ML,
b RE S Lic, “BABHICRDETHEL, TH (¥r/rurFy) 2100 lBEED=4
77 A Uic, HHIBICEAKRERT MY U AEZRER E BIC 10 ¢ X, 300LLEKEL
oo HURRR, HHIEZE 1RER, F2REXLE HIZ 100 nL HEOFRAT7F 2225 (7R
N7 VRER I A7 4 0H2—G6C50) L, BT R U AZBRWE, SHIZAKBLO=E
AT IFRAaNEVIORAZ L 5l T 3 @G nLX3) Wk L, ZOWwKLAEL, £oF R
7T AAlMAI, ARE R —F Y —T/NH L—& —(SOP/INS/4. 14. 3. 2) THUEELE (k¥ 40°C)
L7z,
BIRERICENTL, ZOEESCTE b= NUARMATHEMREL, 10 ol HEDOAZT T 2
SZWNBL, WET 10 mL IKER L, B2RERICBWCE, BEMCTE = 1%
M TEMEL, 2nlFBEDARTFAZENB L, WRT 2nl ICEE LTz, ZDEARKZHPLC
HIEmREE L,

Iz 7u——bFCRTERBEDOL IR S,

12



BRIk

CEK B 1 IREEIXR 200 mL, %52 JEEEXHY 300 nL
(LTS <#HE LT 5 TS0 E - 17)
CEE OB 1IRBER 100 nl, %52 ¥EX 200 nL
i e— NZB L

D BOBMAKTYIY N e

<V Junipy 50 mL (BB 1IRER, F2RERL HID)
“RED (BRT.0, 5500H)

CFE (CREPAERICRDET)

|
EJ& (K)

TJ& (" Junpdy)
<100 ML BREBD=ZA7 T 2allB L
—HEKBRERT VA 10 g ( BE4E 30 5B 1)
< A TV N UTyIEEE BT FAT4M- GCBO)
¥ Junidy 5 mL X3
(AREB IO =ZAT7I 2 a2 3E)
! l
AR B 1EERX) AR 2 IBER)
c BUERZE (ki 40°C) CJREFZE (ki 40°C)
7 h=hU L <7 h=hUL
CER 10ml (FEF=FIUN) CER 2nL (FER=RUL)
TERIK ERIR
HPLC i 7E ikt HPLC I 7E A &0

SR OKRDHT RRRBAMAE) OBMER, H2REROFIEIHE> TToTk,
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2.3.3 HIERIE

[fafkotr Al

< GrATEEE >
mEIEE v N 757 LC-10A  (BEEUERTHRY) No.6 (SOP/INS/4.11.5)

<GrHTSRfE>
B AN Asahipak C8-50 4E 4.6 X 250 mm (5 um) (Lot No. P103321) HBFnEE TR
% ® M Tebh=hrUA/K (85:15)
it B 1.0 mL/min
=) B 40°C
BMOH 8 UW-VIS 214 mnm
¥ A & 20 plL
<EEFHEHE>

1 #  LCsolution SiEMU/ERTAL
OB OB 2 RRERE (EHRERE)

‘/ohlcrzn< b7 I 00%, BERKR2 ALV Y ) 7 L—2a U&7, HIERBOEES
HETol,

[FRBRK 47T H )
< HTEEE >
R v~ F 757 LC-10A  (BESMERTEY) No.6  (SOP/INS/4.11.5)

<Mt >
BT A InertSustain C18 4.6 X 250 mm (5 um) (Lot No. 1BR98005) GL Sciences f
% B H TEehr=RFI
e B 1.0 mL/min
iR iy 40°C
Bm OH UV-VIS 214 nm
T A B 20 pL
<EEFHHE>

V53 #n  LCsolution SyS{ERTHI

OB OB 2 ARERE (BxiRERE)

"ohizrn< b7 7003, BERR2AICLV Xy U 7 L—va 2170, BERBOERE
HE1ToT,

B RME ORI ATREIN ALY b, BEER 12 1R LK,

I

+

|
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2.4 WK a~ N 7T 712 & BRI R ER

2.4.1 HEERROT
Mettler Toledo XS105DU (SOP/INS/4. 1. 4)\Z CHIBRMI'E 4.90 mg, 3.10 mgZ VY, Th2
A0 MLAART Z AT h=hUNLTER L, ZhbOEIROBEEITMELZR LT
97.9020 mgl™, 61.9380 mgl'& 2%, TMEESHLIZTEF=MIATHRLT, HREHHOE

HERRERE LT,

2.4.2 BREMROIERL
2.4.1 THELZRERRICOWT, REREERL, ERERIOEREZER L,

[Y]
. {Tﬁ %&Eﬁ%g%g to—ﬁ ﬁ% 240000
-
%5 (S510)
B
(mgL™) [X] [Y]
m
1 0. 0979 2151 E%
&~ 120000
2 0. 6194 15037 J
A
3 0. 9790 23500
4 6. 1938 154396 0 8 : !
5 9. 7902 237859
W EIEE (ngl™)
WER Y = 24459. 1955 X + 99. 4172 (B/p_%H)

r = 1.000

BAGSITRRERIERDO 7 0~ 77 MIBEER 6-1 1R LK,

15




2.5 WHOEH 7 v b9 74 X B BB ST A R
it

4L

2.5.1 BEEEIED
Mettler Toledo XS105DU (SOP/INS/4. 1. HIZ THIBRM'E 4.82 mg, 3.16 mgZ VY, ThE
N0 MLARTZ AT F=RMIATER L, ThbOREROBEIIMELEZEELT
96. 3036 mgL™, 63.1368 mgL'& D, TNEIDBILTE F= I ATHRLT, BREGHAOE

HERIR R LT,

2.5.2 MREBOIERK
2.5.1 THMLUBERIRIZOWNVWT, REBREZIERL, BEREBLIOEESEZ R LA,

[Y]
" WERWEIRE | Y¥—7 EH
BI% 280000
= (S510)
=
(mgL™) [X] [y]
1 0. 0963 2745 -
2 0.6314 18011 Pg 140000
3 0. 9630 27867 AiJ
4 6. 3137 178107
5 9. 6304 275278 . -
0 5 10
BB Y = 28482.0941 X - 53.6066 5/ _%F)

BRI BRI (mgl™)

r = 1.000

BB AR ERIERIED S o~ N 7T MIBEER 62 IR LT,
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2.6 HWERWEOERIRBRE IO T v 7Rk

2.6. 1 Ffn b OYBRMEDEINE (S0P 2. 1LICHES B)
ik CRELEL LK) 27 Ly #—0y 7 CHREL, ZHICHBRIWE (S510) O7 & h=hY
JVERIE (0.2nmL) EVRIIAE, [2.3.1 AEDHE] 1> THOFRBIA TR L, By o~
NS T CRHIE L, TORE, BRIEOEIRIIRD & 3 2o, =5 T, HRWEOR
DI 1.964 pgld, fafk 2.61 g (5.22 g/ 2) I LT 0.376 peg ICAM L, JEMEERT

2 RFEX (0.002 mgl™") T 188 fERRETH 5,

MK
ENES RERE | EAER | BEE wom B ECE | [EER
EE () (L) REME | FHRE | EHME (%)
I (mgl™) | @ |

2.47

1 100 1/10 4594 0. 1964 3936 85. 7
2.73
2.54

2 100 1/10 4594 0.1964 3912 85. 2
2.55
2.66

3 5 5o 100 1/10 4594 0. 1964 3613 78.6

EHEINE 83.2 + 3.2%

<BEONy I 7T >

aff (2RZ1ELE L) OFKE, 2RZHIERT LV —TH#EL, Zhic7Er=hUL
% 0.2nmL WA, [2.3.1 BESIE] K-> TONRE 23R, BEkksnv 757
THE LIZRER, BRBWEOY—/BII Ny 7 750y RS ned oz,

SHRX
Wik | kR | AR | ‘
. | R | s
5 (g) (mL)
3.01
1 100 1/10 N. D.
2. 46
2. 40
2 100 1/10 N. D.
2.73
2.84
3 100 1/10 N. D.
2. 44

B A0 OMBMEORINERERD 7 a~ b7 MIBEEE -1 TR LT,
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2.6.2 ABUKD b OWBRME OEILE (S0P 2. 10I2#9 )

REEKEZERIL, ZIUCHERYE S BRI 2 isintg,
B2 L, MR o~ M 7 TRIE LTz, FORE, REO L L, #HBRMEOEIY =
IE LRERTEY 91.8 = 1.2%, H2EERXTIE, ¥ 97.8 £ 1.4%Th ot

BLREX ImK

[2.3.2 REBRKSHTE] IZhE - THHR

w om &
Wik | AR | ERE — ic)* ggi ER =
E5 | (o) | () | FWE | FHRE B %)
T (mgL™) T
1 100 10 5521 0.1932 5027 91.1
2 100 10 5521 0. 1932 5005 90. 7
3 100 10 5521 0.1932 5160 93.5
FHREINER 91.8 + 1.2%
FoREX HTME
w oM B
Wik | KR | EER s US| s
B8 | ) | o | FE | FHRE ) FRE %)
mOAE (mgL™) H "
1 200 2 5590 0. 1975 5394 96. 5
2 200 2 55690 0.1975 5433 97.2
3 200 2 5590 0. 1975 5578 99. 8

<HEBAKONy 7 T509 K>

REFABKERIRL, 28F] (Tween 80) Z ¥ L7214,
BIEFRIL, BlEAs o~ NI 7 TRIE LT, Z2ORE, BRWEOY— 7 (TBICITE 18

EHEILER 97.8 £ 1.4%

[2.3.2 REBUKOHE] 8-> THHR

EX, B2REXEL BNy 7T 00 NI SR otz

BLREX XHRK B 2RER X

Wik | BOKE | ERR | EpE ffk | BOKE | EAER | =pME
E% | (nl) (mL) TR #%5 | (L) (mL) o H
1 100 10 N. D. 1 200 2 N. D.
2 100 10 N. D. 2 200 2 N.D.
3 100 10 N. D. 3 | 200 2 N.D.

B RBUKDOOWBRWEOEINEREZ RO a~< b 7T MISEER 72 1R L,

18




2.7 EERRS

2.7.1 BRIKDOEERR
RIEIEAR S v b 7T MMZRBWT, HRWEO E— s fBIZAG Ay 7 75T RO E— 7 1338
DoNRDole, WE, B —7HEFE 300 counts ZHHIRR & 3%E Lis & & 0 EBETHE R EIEE

RERFIR LTz,
Bi:::) (‘r’» Y. % 2
o BIHRRRED | R E2 ” A i
FRERORERE E1BERX | H2REX
(mgl™) (ngeg™
(0.02 mgL™) | (0.002 mgL™)
FEIEER 0.02 mgl?
5 2 WEEK 0,002 mgl! 0. 0082 0. 0189 Ll E LA
=BLIX 0. mgL”

E) D RHEBRRE, 2.4.2 0OREBRICIVEHLE,
2 fkHC I 5 ERIBME, KORERIZL W EHLE,

7B, BIFEIX 5.22 g(1BH7Y 2.61 g, 2B 1HETS) , [EULR 83.2%, EAEIT 100 nL,
BRERE1/10 & UTEHELE,

RHRFRE (mel ™) X EFE (L) X BIER
ERER (%) X RAEE()

EEBIRE (ueg™

100

EERFE (1 gg™)
ABRIREXICRT DRERE FERE) (ngl™)

S i % = (BCF) =

2.7.2 RBKDOEERF
EEIRE 7 nw N 7T AMTRBWTC, #BRME O ©— 7 (L BICRBUK DNy 7 5 ROY— 2
BRBD BN T, WE, Y— 7 ERE 300 counts ZRRHIRR L RE L2 & & OERRAMES

WFIR L,
FREXOBRERE i EERBEZ (mgl™)
Ty P :
\ B1RER | % 2BER
FIREX Eo2RER (mgL™)
(0. 02 mgL™) (0. 002 mgL™)
0.02 mgL™ 0.002 mgL™! 0.0124 0. 00135 0. 000127

) D RHRRIREL, 2.5 20RERIVEH L,
2> Bk 81 D ERIFMER, ROFERICE Y EHLE,
Tk, ERRILE LIREX 10nL, 52RER 2nl, EUCEIE 1BRER 91.8%, &2 BREKX 97.8%,
KBRS 1BER 100 oL, £ 2 BEKX 200 nLé ULCEE L,

{ B (mgL™") X ERE (mL
ERRIE el = — ARl XERRGY)

EER (%) X £RAKE (L)

19




2.8 PR
RBEHR O 1 REX OURBSM(0.002 mgL™) T, BB (24 Cyprinus carpio) %WART
RE LI, 7 B BICRBUKE KO8 QRLET=2) 2B L, [2.3.1 AESHIE 2.3.2 &
BORGIHTE] o T Lic, ZOFRER, R 70 BICBY 2B E ORMERERIZ, 6205,
S THh D T LR ST,

2.9 RBKkB I URBRASITH
WOBHRBIZEY, REBRE2ERLE,

YTV TH | RBAK BRI SRR
B virZ | 20154E6H10H OH B | AK5#T RGHT, R, MEEER
o 20154E6 A 17 H THE | Ko, ot —
20154E6 4 24 H 14H B | RoHr, RS —

(28 H )
20154E7H 1H 21H B | K&#r, AT —

20154E7H 6H 26H B | KRo#T, RS —
20154E7H 8H 28H B | /KRZHT, AW RN, lBEEE

KEHT BT, &AM OpH, DO (TmgLBE LR L 5ICLEk) , KBZBEL, T LE (oH
A4 — SOP/INS/4.3.3, DOA—4& — SOP/INS/4.4.5),

KZHTIL, SOP 2.10 (RERAKH OHWBRME OWRERIE) YL T, [2.3.2 RBKDWIE) IRt
2 THTV, HEBRME DR TIRE DEENL, BUAZ IR T OREME O FHIE L TE20%L N ThH
LT LEMER L,

BIESHTIE, SOP 2. 11 (AT OHBMEORERNE) KT T, 12.3.1 AESIE 1Tt
2> TUTo T, IRESEOHEIEL, SOP 2.9 HFRADKEEEEOWE) IZHEL, [Zuokis—
AL =R o TIT o 7o, EBRBMREE, BB TRHOEENIIL2B5%LUNTH S Z & 2fE
LT,

RO DITATOLRTE, HRADDHTIRFOBEIEY OB IL, SOP 2. 16 (HRAADSTRTORTE),

SOP 2. 16 (HtiRfa DOTREDBEREM DFEZE) (1> TITo Tz,
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3.

1

BRI R OURBR Y E R

FABUK P OB PRE X OBPIRY B IR (mel™) 2 RFJITR Lz,

R 5%

- 0 HH 7 HH 14 HE | 21 HH | 26 HEH | 28 HH
B PR 0.0179 | 0.0201 0. 0203 0. 0181 0.0202 | 0.0198
o R 0.00176 | 0.00200 | 0.00198 | 0.00175 | 0.00185 | 0.00185

BAL mgl™

B BEBOKSITEED ST — 2 138E & 5 IR LTz,

U EDRER, REBREMFOFEHEER L OCEERZEIIRO LS 0ot
H1REX
FoORERX

0.0194 == 0.00100 mgL™

0.00186 = 0.0000967 mgL™

FEREIRICE o7,
) iRz

ixi 2x i‘,(xi*;)2 \/ZX“(Zx)Z/n

=TT 0.~
n

n

B KPRE, KR, pHB X UDODRFEIZSERE 2 IR L, £, 880, 7, 14, 21,
26, 28H BDORIFD 7 v~ 87T MIBEBER 9-1 TR LT, £, SRR DRSO
DI v b7 T AIBEER 9-2 TRLT,
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3. 2 BAEREER (BCF)
ARBROFER, WM EORNMERBCR)IIE 1 EBER, B2 EERL HIZ, 280 CERIRELE
BLUTHRBELKT Uiz, oW BEOWEBRWE OWEMEREE (BCF) 2 REBITR L,

B H1BREX 2K
B | BRAEEE 0=2) | EBHEGREBCF) | RERE (0=2) | EHEZR(BCF)
; No. 1 22 No. 1 20
No. 2 16 No. 2 23
No. 1 14 14
14 No. 1
No. 2 18 No. 2 14
No. 1 12 No. 1 14
21
No. 2 18 No. 2 10
No. 1 15 29
96 No. 1
No. 2 21 No. 2 20
No. 1 12 22
08 No. 1
No. 2 30 No. 2 <7

(ED HB1IREXBIUH2REROBREESIL, EREHERCSBERIVBRVHLEA2EL 1#EE L
THITEZSTTH D,

(H#2) SMEORMBE, DWT—FEEBEER 4, £72 7, 14, 21, 26, 8B EOHHED I/ n~ h 75 A
REBEH 8-1 [WRLT, ¥, HBROASMKED I~ b 75 AIBEER 8-2 TR LK,

(H3)  AafRr ORMERLER (BCF) OB ELIZBEEE 3 107 Lz,

(1)  ¥BHEfER (BCF) D & E (R =
BRI O WER Y D ERERE SR (BCF) DRI L OMEMRZE 2RISR Lz,
¥ 1REX BCF

il

18 + 5 (n=10)

B2JREX BCF= 18 £ 6 (n=9)
ZIT,

BEWT ORI (1 g)
R (BOF) = ™ i B 00 A B (gL )
T RefRiz%

I S sz2—<zx>2/n
T O I p
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(2) EHEREOHR
FREXOEFHREICOVTIE, 5 1ERER, H2RERE I, BIFEE (BF) 2280 iM%
BLUTE0ERM CThoTzro®, 28HH CERICELEE LR L TRESKRT L,

1 IRE K CORBSIMILL EORET 3 EOREIC BT 2 BREEOEE (%) 1, KO
{Tho',
BURER  ZB(%) = — X 100 = 33
(RfB21FE, 26HE, 280 B OMEBERE Y BH L)
2 WE KBTI, BEE28H B CRIBALUT Cho iz (1=1) = & X 0 WG OLE (%)
EEHEL TR,

»—».—C‘;
N e 3

HfE 3 IR D IBHE(S R (BCF) DIE R
E8(%) =—( e X 100
HE 3 IF A D VEME(S R (BCF) DRy

) EERZE
LR S [T
(BEEE)

REPFLETORE (=1), BEKTHBAER (=1) OXBROAEHN UI-FER, WERWEA
BIZiE, IMEIRBRIZBT 2 RE L[, AERy 27 7S50 RidlEShikhot, 7
n< NS AISEER 8-2 IR LT,

3.3 BRERAS RO & 52 L U
WERMWHEDET T 7 4 va Danio rerio \H1) 5 IGHFRALC,IEIX 25.6 mgl LV K& drotz, F
FERKHSARBELS, 2.3X10° mgl Tdbofe = & &0, PGS 1A 0.02 mel”, % 2 W
X 0.002 mgl™ D 2PWPETERIE Lic, ARMEERBROME, H1REX, E2BERKE BT, BiFE
B (BCF) 2328HM %@ L C50ERM CTHolzlzd, 28HHCERICE LE L AR L TRBAKT
Lic, BBAMESSI0DPHEIEIEN Z & SRR S vz,
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