Receipt number

652-17-P-5532

Study number

85532

TEST REPORT

Estimation of the adsorption coefficient on soil and on sewage sludge for PFHxA

This is a correct copy of the original,

Chemicais Evaluation and Research Institute,
Japan, Kuruime (CERI Xurume)

Date Manch- 15, >of §

Study Director

March, 2018

Chemicals Evaluation and Research Institute, Japan, Kurume




85532

CONTENTS
Page
Lo THHIE cosvoeeesreser i ivin e saresssssssse e sesssenssessesssaassasssssser st s esb 400040 ot R RS R R E R R R B LRR RS FR SRR R SRR ER TR S4 SRS A S rn 108 3
2 SPIONSOT e reemceria s tirsissssssssb b s R e bt RS R R A AR R R R RS 108 3
3o TESETACHILY 1vvvursveresesesersseesasmeeseseesssaseessssmesaseessessseresssaseb s 4 s bR AR SRR R R RS 3
B, ODJECIIVE 1vvvvvverersresersieessesessitesssssssissssssstssssssrsssssas esssssssass st sassbss asssss s ss s sassRssa SR abe TS s sabR a0 3
8, TESEIMIEIRO™.  versreeereesrrresesee e reseasaresscs e sasn e ssensa b bsss oAb AR e E SRR AR R SRR SRR SRR RS As 3
B, DAES oo ssesis st sssse s e saess e sase s e R SRS RS R R R RS RS R R RS A RR SRS R A1 3
T. PEISOINEL 11v1visiiecercetreie s sere e s ebssasssrsseserarssss s sssse st se s e AR BRSSP R SRR bR R 0 3
8. APDIOVAL OILESE TEPOTE ovvvvereermsrersisrisessssmssnisssssirs b ss s s basss s s as s s e s e ns s bR e b1 00015 3
O, SUMIMALY cov.eveivuevererererssessssserassisestsssissasssssasessessosses sy st basssssasebsrsse s 442 44494481841 S SRS SEE SRS TR b a RS s0asebRRsE RS REebs5 4
10, TESEIMAIETIALS 1.ovvovvevvereensessisessssssessesessssessasersssssssssssssessssscasscsssesssesatesssesssessasssssisssasssassssrasaresasasasasssansrsasisssasssenss 5
TO.T TESEIIBIMY 1vovsveesrieremaestrenssrssessnssesessesssserssssessassensesbars1besssas s a eSS A R AR RA bR SRS A SRS H4 SO PRSI R S 00100 5
102 RELBIENCE TIEIM ovvvvvecreess e seeressrssssrsnr s sssbsssanssesssseasasesssssssesssssststsses s s assiassssas s snsasas bbb ba bt bbs s ata b 6
11, PerfOrmAnce OF S, ... vesrerrrerrereisersserrsssessssssen e sta bt s s s sass e sa s b e b bR R kS bbb ba b e b e ba 08 7
T1.1 TSt CONMAEONS 111vrvieeuuserseesreesssessssesssessssessassssressesssessiossseasesbtsssssssssssmssss st rs b e bR s s RbbR RS RrRnEas 7
T12  TeSt PIPCEAUIES 1uecrveceumnrrrreseeiesssssscsssessssrmssssisssssssssasstasstossisssiessssasasssssasssesasassssissessssssssesbesssestsssasssnssssesssseses 8
113 Calculation of adsorption COETHCIENE .......revemmeeeesirmssrirnissrirsissinesssssaresesessisssssssssssmsssrissssisssssisssssssssses 9
114 'Treatment Of NUMEHCAL VAIUCS .....courirrrereirsresserererersesmsressssisncssiss s sasssssssssssssssesssssssssssassssstssssssasssasess 9
12, ReSUIS ANG JISCUSSION .vrererereseesssessissenssssssrsisssesmessesesessssessssassssions isssassssssssssisssasssssssssssssasssssssrassssssasssssinss 9
12.1 Adsorption coefficient Of test HEML.......ccrermiimrearensr s s sirsssssse 9
2.2 DDISCUSSION ...vvoversvsnsssenresesssssssssssssrassssssssssessssssssssssssessasasseasesssssstsrsbsva 14 asssa R sss s s s R s R rase bk sn s b s 9
Tables
Table 1 Calculation table for adsorption coefficient by HPLC method (pH2.0)
Table 2 Calculation table for adsorption coefficient by HPLC method (pH7.0)
Figures ,

Fig. 1 Calculation curve for adsorption coefficient by HPLC method (pH2.0)
Fig. 2 Chromatogram of HPLC analysis for adsorption coefficient by HPLC method (pH2.0)

Fig. 3 Calculation curve for adsorption coefficient by HPLC method (pH7.0)
Fig, 4 Chromatogram of HPLC analysis for adsorption coefficient by HPLC method (pH7.0)




85532

. Title

Estimation of the adsorption coefficient on soil and on sewage sludge for PFHIXA

. Sponsor
Name DAIKIN INDUSTRIES, LTD.
Address  1-1, Nishihitotsuya, Settsu-shi, Osaka 566-8585, Japan

. Test facility
Name Chemicals Evaluation and Research Institute, Japan, Kurume (CERI Kurume)

Address  3-2-7 Miyanojin, Kurume-shi, Fukuoka 839-0801, Japan

. Objective
This study was performed to obtain the adsorption coefficient on soil and on sewage sludge of PFHXA.,

. Testmethod

OECD Guidelines for the Testing of Chemicals, No, 121, January 22, 2001, "Estimation of the
Adsorption Cocfficient (Kop) on Soil and on Sewage Sludge using High Performance Liquid

Chromatography (HPLC)"

. Dates

Study initiation date January 29,2018 -
Study completion date March 15, 2018

. Personnel

Study Director
Study personnel

. Approval of test report
Date Varch 1§ 0008

Study Director




85532

9. Summary
Test item
PFHxA
Objective :
This study was performed to obtain the adsorption coefficient on soil and on sewage sludge of PFIIXA.
Test method
OECD Guidelines for the Testing of Chemicals, No. 121, January 22, 2001, "Estimation of the
Adsorption Coefficient (Ko) on Soil and on Sewage Sludge using High Performance Liquid

Chromatography (HPLC)"

Test conditions
Test equipment High-performance liquid chromatograph (HPLC) '
Eluent Analysis for undissociated form: Methanol/buffer sotution (pH2.0)™ (6/4 v/v)

Analysis for dissociated form  : Methanol/buffer solution (pF7.0) ™! (6/4 v/v)
Test temperature 25+1°C '
*1  The fest ftem is a dissociative substance (pKa=23.29).  Therefore, this test was performed at pH2.0

and pH7.0. The test item has an undissociated form in pH2.0 and an dissociated form in pH?7.0.
Results |

Adsorption coefficient of test ifem

log Koe=427  (25°C, undissociated form at pH2.0)

log Koo <125 (25°C, dissociated form at pH7.0)




10, Test materials
10,1 Testitem
a) Chemical name etc.
Chemical name
Another name
CAS mumber
b) Chemical structure etc.
Structural formula

Molecular formula

Molecular weight
¢) Testsample

Purity of test item

Impurity

Supplier

Lot number

d) Physicochemical property

Appearance
e) Storage conditions

85532

(2,2,3,3,44,5,5,6,6,6-undecafluorohexancic acid)
PFHxA '
307244

CeHF11On
314.05

09.8%

Water  0.2%

DAIKIN INDUSTRIES, ETD.
T1221

White powder

The test sample was stored in a dark storage place at room temperature.




102 Reference item

85532

Name and , Purity
ul li K
CAS mumber Structural formula Supplier and grade ) log Koc
Formamide 0 . .
(for dead time) I Wakoil“;ecmficala?dmes 985 .
75.12.7 BN, special grade
Acetanilide o Wako Pure Chemical Industries
A >99.0 125
103-84-4 NH-C—CHs Wako special grade -
NHCH,CH;
Atrazine N= Tokyo Chemical Industry
cl N >97.0 1.81
1912:24-9 Ry TCLEP
NHCH(CHj),
O/
Linuron /113 R al Wako Pure Chemical Industries 008 550
330-55-2 J \©i Trace Sure ) '
cl
Naphthalene OO Kanto Chemical 09 575
91-20-3 Extrapure - '
fhi - o/ Sigma-Aldrich
Fenthion D\ \ o igma-Aldric 979 131
55-38-9 o\ No grade
S
Phenanthrene NAC TESQUE
G OLg QOQ GUARANTEED % 409
o REAGENT
CCly .
DDT - O . OCI Tokyo Chemical Industry 508 563
50-29-3 TCI-EP
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11. Performance of'test
The tost item is a dissociative substance (pKa = 3.29) [refer to the test report "Measurement of dissociation
constants in water for PFHA" (Study No, 85531)].  Therefore, this test was performed at pH2.0 and pH7.0.
The test item has an undissociated form in pH2.0 and an dissociated form in pH7.0.
11.1  Test conditions
a) Test equipment

Instrument High-performance liquid chromatograph (No. LC-147)

Pump [C-20AD  (Shimadzu)

UV-VIS detector SPD-20A  (Shimadzu)

Column oven CTO-20AC  (Shimadzu)

Auto injector SIL-20Aur  (Shimadzu)

Degasser DGU-20A3  (Shimadzu)
Column Inertsil CN-3 (150 mm x 2.1 mm LD, particle size 5 prm,

GL Sciences)
Column temperature 25°C
Elvent Analysis for undissociated form
Methanol/buffer solution (pH2.0)  (6/4 viv)
Analysis for dissociated form
Methanol/buffer solution (pH7.0) ™ (6/4 viv)
Flow rate 0.2 mL/min
Measurement wavelength ~ 210nm
Injection volume 2 pl
*2 10 mmol/I potassium dihydrogen phosphate solution was adjusted to pH 2.0 by phosphoric
acid.
*3 10 mmol/L potassium dihydrogen phosphate sohution was adjusted to pH 7.0 by 1 mol/LL
sodium hydroxide solution.

b) Test temperature
25+1°C
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112 Test prpcedures
a) Preparation of reference item solution
The reference item solutions for analysis of undissociated form and dissociated form were
prepared as follows, respectively.

Reference item Weight Velume Solvent Va(m):lldﬁe VEthzlle ~ Solvent
we) | D (D) | (mD)

Formaniide 500 20 1
(for dead time: to)
Acetanilide 10 10 1
Atrazine 10 10 05 - Eluent (pH2.0)
Linuron 2 2 Methanol 0.5 20 or
Naphthalene 10 20 05 Eluent @H7 0)
Fenthion 2 9 _ 1 (see Section 11.1)
Phenanthrene 10 10 05
DDT 10 10 Acetonitrile 2

b) Preparation of test item sohution
1) Aanalysis for undissociated form
The test sample (20.4 mg) was weighed with an electronic analytical balance and dissolved in
the eluent (pH2.0) for HPLC analysis to prepare the test item solution.  The eluent (pH2.0) for
HPLC analysis was used as a solvent blank.
2) Aanalysis for dissociated form
The test sample (20.1 mg) was weighed with an electronic analytical balance and dissolved in
the eluent (pH7.0) for HPLC analysis to prepare the test item solution.  The eluent (pI17.0) for
HPLC analysis was used as a solvent blank.
¢) Measurement of retention times for reference items, and making of regression line
The reference item solution was injected to the test equipment and the retention times of reference
items were measured twice. The capacity factors (k) of reference items wete calculated by the
following equation.
A regression line was made by the method of least squares using the adsorption coefficient (log
Koo) and the logarithmic values of the capacity factors for reference items.  The capacity factor (k),
the slope of regression equation (a) and the intercept of regression equation (b) were rounded off to
three decimal places.
_ -l
to
ik : Retention time of reference item {min)
tp : Deadtime (min) (average of two meastred values)
logKee=axlogk+b
a : Slopeofregression equation
b : TIntercept of regression equation

k




d) Measurement of retention time for test ifem

85532

The test item solution was injected to the test equipment and the retention time of the test item was
measured twice.  The solvent blank was injected once to the testequipment. It was confirmed that

no peak existed at the peak position of test item by the analysis of solvent blank.

11.3  Calculation of adsorption coefficient

The capacity factor was caleulated from the retention time of test item.  The adsorption coefficient
of test item was then calculated using the regression equation of regression line and was given as the

average value of two calculated values.
114 Treatment of numerical values

The adsorption coefficient was represented as logarithm and roumded off to two decimal place.
Values were treated in accordance with Japanese Industrial Standards (JIS) 7 8401:1999 rule B.

12. Results and discussion
12.1  Adsorption coefficient of test item
The test results are shown as follows.

!
oe Ko Table
, Measured value Average
Undissociated form (pH2.0) 427 427 427 1
Dissociated form (pH7.0) <1.25 <1.25 <1.25 2

122  Discussion

The average of measured log Ko values was 4.27 (pH 2.0) and <1.25 (pH7.0). The difference
between two measured values was 0.00. It is judged that the test results are valid because the

difference between two measured values was less than 0.25.




Table 1  Calculation table for adsorption coefficient by HPLC method (pH2.0)

Study No. 85532

tr k logk log Koc
la 246 fp— 247
1-b 247
2-a 3.12 0.266 -0.576 1.25
2-b 3,13 0.270 -0.569 125
3-a 3.49 0.416 -0.381 1.81
3-b 3.51 0.424 -0.373 1.81
4-a 497 1.016 0.007 2.39
Reference 4-b 4.99- 1.024 0.010 2.59
item 5-a 6.28 1,548 0.190 2.75
5-b 6.30 1.556 0.192 275
6-a 6.84 1.775 0.249 331
6-b 6.86 1.783 0.251 331
7-a 11.06 3.487 0.542 4.09
7b 11.06 3.487 0.542 4.09
8-a 20.45 7.296 0.863 5.63
8-b 20.54 7.333° 0.865 5.63
Test a 11.24 3.560 0.551 427
item b 11.24 3.560 0.551 4.27
(a,b : individual sample ) Average 4.27
k=(tz-f)/ 1t
ty : Dead time ( average of two meagured values ) (min)
tz : Retention time (min)
log Koc=2.871 » logk +2.689
r=0977
Reference item.
1 Formamide
2 Acetanilide
3 Afrazine
4 Linuron
5 Naphthalene
6 Fenthion
7 Phenanthrene
8 DDT
See Figs. 1,2
March 1, 2018 Name

-10-

Ver.20180130




Table 2  Calculation table for adsorption coefficient by HPLC mefhod (pH7.0)

Study No. 85532
tp k logk log Koc
l-a 2.53 ty= 2.53
1-b 2.53
2-a 3.11 0.229 -0.640 1.25
2-b 3.11 0.229 -0.640 125
3-a 333 . 0.316 -0.500 1.81
3-b 3.34 0.320 -0.495 1.81
4-a 4,56 0.802 -0.096 2.59
Reference 4-b 4.58 0.810 -0.091 2.59
item 5-a 5.77 1.281 0.107 2,75
5-b 578 1.285 0.109 2.75
6-a 5.85 1.312 0.118 331
6-b - 5.89 1.328 0.123 331
7-a 9.40 2.715 0.434 4.09
7-b 9.46 2,739 0.438 4.09
8-a 15.90 5285 0.723 5.63
8-b 16.02 5332 . 0.727 5.63
Test a 1.86 - - <1.25
item b 1.86 - - <1.25
( a,b : individual sample ) Average <1.25

k=(lr-t) /1t
"ty : Dead time ( average of two measured values ) (min)
tg : Retention time (min)

log Koc =2.944 x Jogk +2.995

r=0.972

Reference itemn
1 Formamide
2 " Acetanilide
3 Atrazine
4 Linuron
5 Naphthalene
6 Fenthion
7 Phenanthrene
8 DDT

Ses Figs. 3,4
March 1,2018 Name

-11-

- Ver.20180130




Study No. 85532

6.0
C
log Koc=2.871 % log k +2.689
50 :
r=0,977

40 t
(&
v
o0 3.0
2

20

r o, O Reference item

%X Test item
0.0 3 1 1 1 1 |} 1 1 ]
-0.800 -0.600 -0.400 -0.200 0.000 0.200 0.400 0.600 0.800 1.000

logk

Fig. 1  Calibration curve for adsorption coefficient by HPLC metbod (pH2.0).

March 1, 2018 Name
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Study No. 85532
Reference item - a (pH2.0)
Operator: Tomoko Nakayoshi
Operating date: 27/Feb/2018
Sample ID: 85532_85545_180227 pH2_12
Program: 85532,85545 pg25_6;4
Vial No.: 19
Channel: UV_VIS 1
150,000,785 WVL210 n
B Peak 1; Formamide
] Pealk 2: Acctanilide
1000004 4 Pork &, Livoron
< Peak 5: Naphthalene
4 2 Peak 6: Fenthion
Peak 7: Phenanthrene
: 56 Peak 8: DDT
50,000~ 3 4 7
| 8
— h E i
-—5000 T ‘l" T :l {I‘II |T T ; T Il T T T T I‘ T I| T T ILnrin
0.0 5.0 10.0 15.0 200 25.0 30.0
Peak Time Height Area Area
No. (min) (¢ AU) (g AU-sec) (%)
1 2.46 90312 1137321 12.24
2 3.12 73089 1106251 11.90
3 3.49 42778 820154 8.83
4 4.97 43183 844703 9.09
5 6.28 684045 1100019 11.84
6 6.84 55683 1214363 13.07
7 11,06 46939 1239332 13.34
8 20.45 36521 1830706 19.70
Total - - 9292848 100.00
20/f 2. L)
Chromatogram of HPLC analysis for adsorption coefficient by HPLC method (pH2.0).

Fig.2-1
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| , Study No. 85532 ;
Reference item - b (pH2.0)

Operator: - Tomoko Nakayoshi
Operating date: 27/Feb/2018
Sample ID: 85532 85545_180227_pH2_13
Program: 85532,85545_pg25_6;4
Vial No.: 19 ~
Channel: - UV_VIS_1
150000772y WVL:210 nm
4 Peak 1: Formamide
i Peak 2: Acetanilide
t00000] 4 - o e
- Peak 5: Nephthalene
i Peak 6: Fenthion
) Peak 7: Phenanthrene
i Peak 8: DDT
50,000~ 7
- 8
—5,000 T 7 T 1 l T ¥ 1 T |F T 'r T ] T l F ?l ] T —! 1 I T T njln
0.0 10.0 15.0 20.0 25.0 30.0
Peak Time Height Area Area
No. (min) (1 AU) (¢t AU-sec) (%)
1 2.47 90616 1139153 12.22
2 3.13 73370 1109358 11.90
3 3.51 42869 820424 8.80
4 4.99 43385 847604 9.09]"
5 6.30 64377 1102359 11.83
6 6.86 56041 1215363 13.04
7 11.06 46941 1243448 13.34
8 20.54 36417 1844308 19.78
Total - - 9322018 100.00
ol & D>

Fig.2-2 Chromatogram of HPLC analysis for adsorption coefficient by HPL.C method (pH2.0).
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Study No. 85532

Test item - a (pH2.0)

Operator: Tomoko Nakayoshi

Operating date: 27/Feb/2018
Sample ID: 85532 _85545_180227 pH2 9
Program: 85532,85545 _pg25_6;4
Vial No.: 1.14
Channel: UV VIS
15,0007 A0 WVL210 nm
10,000
] 1
5,000
' min
_1 'Ooo—l‘ T T T ] L L T LI N LA I B L S I | I T 13 T
00 5.0 10.0 15.0 20.0 25.0 30.0
Peak Time Height Area Area
No. (min) (¢ AU) (¢t AU-sec) %)
1 11.24 . 6074 288807 100.00
Total - - 288807 100.00
20/8 2. >

Fig.2-3 Chromatogram of HPLC analysis for adsorption coefficient by HPLC method (pH2.0).

- -15-



Study No. 85532

Test item - b (pH2.0)

Operator: Tomoko Nakayoshi
Operating date: 27/Feb/2018
Sample ID: 85532_85545_1 80227 pH2_10
Program: 85532,85545_pg25_6:4
Vial No.: 1.14
Channel: UV_VIS_1
15,000 14T WVL210 nm
10,000
| 1
5,000
_—W,_M : ,
_1,000 T T 1 1 T T LI S B SR SR T T L A B TR B n:un
00 50 10.0 150 . 200 250 30.0
Peak Time Height Area Area
No. (min) (1 AU) (¢ AU-sec) )
1 11.24 . 6091 286939 100.00
Total - - 286939 100.00
20/87 207

Fig.2-4 Chromatogram of HPLC analysis for adsorption coefficient by HPLC method (pH2.0).
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Study No. 85532

Solvent blank(pH2.0)
‘Operator; ‘Tomoko Nakayoshi
Operating date: 27/Feb/2018
Sample ID: 85532_85545 180227 pH2_11
Program: 85532,85545 pg25_6;4
Vial No.: 113
Channel: UV.VIS1 .
15,000 7725 ~ - WYL:210 nm
10,000
5,000— .
- Peak position
1 n.d.
_._H_.__._/\-— J/ i
_1 ,00 L S B I L ™ LA B R RN R L L L n:“n
0.0 5.0 10.0 15.0 20.0 250 30.0
Peak Time Height Area Area
No. (min) (1 AU) (1 AU-sec) (%)
Total - ) C 0 0.00
2e /8 > >

Fig.2-5 Chromatogram of HPLC analysis for adsorption coefficient by HPLC method (pH2.0).

-17-



Study No. 85532

6.0 -
fo)
log Koc=2.944 x log k +2.995
50 -
r=0.972
4,0
g
M 1
b0 3.0
S
20 r
o
.0 Q O Reference item
% Test item
0.0 bl 1 1 1 ] 1 1 )

-0.800 -0.600 -0.400 -0.200 0.000 0200 0400 0.600 0.800
logk \

Fig, 3  Calibration curve for adsorption coefficient by HPLC method (pEL7.0).

March 1, 2018 Name
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‘- Study No. 85532
Reference item - a (pH7.0)

Operator: Tomoko Nakayoshi
Operating date: 28/Feb/2018
Sample ID: 85532_85545_180228 pH7. 3
Program: 85532,85545_peg25_6:4
Vial No.: 115
Channet: UV_VIS_1
1500007720 WVL:210 nm
: Peak 1: Formamide
4 Peak 2: Acetzl.nilide
100,000-] 1 Peak 4. e
i Peak 5: Naphthalene
| 2 B Peak 6: Fenthion
Peak 7: Phenanthrene
. Peak 8: DDT
4 3 7
50,000 4 /\ 8
L ‘4 g ﬂ . oy : min
_5,000 3 | R R | ] T T T T | T ¥ T 1 l L 1! § T l T T T T ¥ 3 ] T
0.0 5.0 10.0 15.0 20.0 25.0 30.0
Peak Time Height Area Area
No. {min) (¢ AU) (1 AU sec) (%)
1 2.53 94779 1156906 12.11
2 311 77498 1206444 12.63
3 3.33 52296 777320 8.14
4 456 47198 885080 9.26
5 5.77 79608 1106707 11.58
6 5.85 A 77430 1233347 12.91
7 940 55571 1287296 13.47
8 15.80 46118 1901324 19.90
Total - - 9554425 100.00
Do/P D-2P

Fig. 4-1 Chromatogram of HPLC analysis for adsorption coefficient by HPLC method (pH7.0).
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Study No. 85532
Reference item - b (pH7.0)

Operator: Tomoko Nakayoshi
Operating date: 28/Feb/2018
Sample ID: 85532 85545 180228 pH7_ 4
Program: 85532,85545 pg25 64
Vial No.: 1.15
Channel: UVv_VIS_1
150,000, 20— WVL210 nm
7 " Pegk 1: Formamide
- Peak 2: Acetanilide
100,000 1 Peak 3: Atrazine
Peak 4: Linuron
’ Peak §: Naphthalene
E Peak 6: Fenthion
4 Peak 7. Phenanthrene
R 7 Peak 8: DDT
50,000 8
;_,\J. ; IJ 1 '
_5,000 L — T T T i T L In T L T T rl_ T T T T T T T T nI“n
0.0 50 10.0 15.0 20.0 25.0 30.0
Peak Time Height © Area Area
No. (min) (¢ AD) (1t AU-sec) (%)
1 2.53 95139 1157125 12,12
2 3.11 77578 1167572 . 1212
3 3.34 51895 802713 8.40
4 458 . 46800 855104 8.95
5 5.78 78989 1178442 12.34
6 5.89 76278 1190190 12.46
7 - 946 55589 1300852 13.62
8 16.02 46206 1908954 19.99
Total - - 9550952 100.00

20/ 228

Fig. 4-2 Chromatogram of TIPLC analysis for adsorption coefficient by HPLC method (pH7.0).
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Study No. 85532
Test item - a (pH7.0)

Operator: Tomoko Nakayoshi
Operating date: 28/Feb/2018
Sample ID: " 85532_85545_180228_pH7.5
Program: 85532,85545 pg25_6;4
Vial No.: 116
Channel: UV_VIS_1
30,0004y WVL210 nm
20,000 1
10,000
I |
—2’000' T Ty T L B L R 7 z‘ LA LB n:"n
0.0 5.0 10.0 15.0 20.0 1250 30.0
Peak Time Height Area Area
No. {min) (1 AD) (1 AU sec) (%)
1 1.86 18523 296609 100.00
Total ' - - 206609 100.00
20/8 2. 2¥

Fig. 4-3 Chromatogram of TIPLC analysis for adsorption coefficient by HPLC method (pH7.0).
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Study No. 85532
Testitem-b (pH7.0)

Operator: . Tomocko Nakayoshi
Operating date: 28/Febh/2018
Sample ID: 85532 _85545_180228 pH7_6
Program: 85532,85545_pg25 _6;4
Vial No.: 1.16
Channel: UV VIS 1
30,0007 A5 WVL210 nm
20,000 1
10,000
Ll |
-2,000 T L LA ! S LI B I R L LR Y | — L I B n}ln
0.0 5.0 10.0 15.0 200 25,0 30.0
Peak =~ Time Height Area Area
No. (min) (¢ AU) (¢ AU-sec) (%)
1 1.86 18574 - 295583 100.00
Tptal -~ - 295583 100.00

D2o/8 2. 2.¥

Fig.4-4 Chromatogram of HPLC analysis for adsorption coefficient by HPL.C method (pH7.0).
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Study No. 85532

Solvent blank(pH7.0)
Operator: Tomoko Nakayoshi
Operating date: 28/Feb/2018
Sample ID: 85532_85545_180228 pH7_7
Program: 85532,85545 pe25_6:4
Vial No.: 117
Channel: UV_VIS_1
30,0007 & WVL:210 nm
20,000
10,000~ "
i Peak position
I ond.
—'21000 LA T T Tttt | r T 7 ]! L B | L n;"n
0.0 5.0 10.0 15.0 20.0 25.0 30.0
Peak Time Height Area Area
No. (min) (u AU) (1t AU-sec) (%)
Total - - 0 0.00
2 fS. 228
Fig. 4-5 Chromatogram of HPLC analysis for adsorption coefficient by HPLC method (pH?7.0).
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