WTHRA AL

6- A FINTFN=3-(35-T-tert-7 F/L-4-8 KXo 7= 1)F a4 —Fk
(6-methylheptyl=3-(3,5-di-tert-butyl-4-hydroxuphenyl)propionate)

Cr-9H15-19
ONicsHur O~
@) @)
C25H420s3
OH OH

6- A F /L ~T F)L=3-(3,5--tert-7 F)L- AI)NH I w7 A L135
4-t Faex> 7= )7 avtrF—h

CAS #F 7= : 146598-26-7 CAS %7 : 125643-61-0

b5« (3)-4150

HHHE - 4-(7)-1621
[ 1E]

R W (C) KR IKEAFEFE (mg/L) LogPow
390 >200% 0.0015Pa* <0.03% 9.2%

IRGANOX L135 &2 eT — % v — K

(e, &%)

TR )

fvEmEtE 7> LD50 #& 1K >2000mg/kg
Mg AR Al
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(1) HriEBEE

KEFE 200mL %2 Aiath, A EoEiE4c2 7 b THEEEE L. %ﬁﬁ%%
HRIZMZ 5, ¥7mm A& T2 HIRE SHIH L, 5 o7tk 2 Bk - IHE .
BTN T— R // ks )~V7\y7°7%17b\\ B E% T ' h= F Uiz
7S L C LC/IMS-SIM (2 & 254 24T

(2) AH - A

[F3K]

ANKT ) v 7 AL135 1 FN e AU YT 4 - IR (1)
L(H)-T A2V E R Rt 3R S a K R ik

HAbF R U v LRGSR R ER ]

T by RO R ] 300

~FY L RGBSR T 5000

vrauaAE o MK RS H 5000
TEhr=FVV: BERFRESERE e~ N7 T T

fligK o pikELEREE (MILLIPORE #E8  Milli-Q A10) (Z X W HERIL 7=k &2 L
7z

H T AfEHEASHE ; GFIC ¢ 47mm : Whatman $

YUBTINVA—FU v Waters #  Sep-Pak Vac Sillica 6¢c (500mg)

[# 5]

AR B — w0 BEE(50mL), BAE Ny R A A AT Y 2 —(50mL), &
~wt«/b\E%Hﬁﬁﬁ\%XM77x:ammu\ IR SF(500mL), /XA Y —
LAy b

(3) ik
[FAElOER S L OMRTT]
A UbEWEREREICBS T 25EHRBUIH T > TOEEFIHE] 1T, B,

AUEHEEUA & 1E 200mL O HF T A E T 5, Fio. BARZITHECONZFEHT 0.5%FH Y
DT AL U EEERINL, 4C, BT CHRET 5,
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(BBl FiTLE )

UKERER

200mL ' T AREITERAK LT KB 2B % 7 AHEA R THRE| AT 5, Aiafk,
A EOERIBICEENLHGMEE T & b bmL T 10 oM ERERT 5, Z 0
EZ 2 DT, I HIZDEOTE b E2AWTEEREGZTEVIAATZE (F2).
ETHOLNET B N EHKRE EDOE TARKIZINA 5,

AR % 500mL 73RS L, b MU DA 6g AR SERICERS TS, VU
0o A K 3~4mL B T 3 RIERBIA S A TN T A, RIESHICE T (1 2), 61
vrZun AKX 10mL oINS Z, 10 SRR E S HEEI T o 72 % ., FoICERE
L. FExE KRBT FY 7 AL BiAKRT S (3, ZOEEE 2 [0 R L 7%,
KRR R o hE2Y 7 A X A28 0 H3Iciin 2 A, HiRichbE s, 5
LAk Z = ANKR L — 2 —TK) ImL £ TEMET 5, Bty s7non A X T
a2 B2 10ml BEBEICE L, TNEEET AL VEOHITEZET S, ~F
FrAmL ZNZ TEERAEE L, B L7 O ZERTLERIR & 95,

[FEh DR #L]

AEMERZ THoarT a=v 7 L (4 VA FVI—R) v Pca
L, 20%> 7 aa A EREASXT IR 10mL IZ X D e E AR S8 5, &
HiE & N2 A TSR E MBS, 7' b= F U b%& ImL Nz, BEkic
L0 iEfRtt, ZhEREHRE 5,

[tk L]
BOBE & AR OMAE VY [RUBHORIALELE K OREHEO TR DI HE L
THT- R R L T 5.

[ HERR DO FH R

AN 7 w7 A L135 10mg ZREFELC7 & =k Y /LT 100mL & L. 100 x g/mL
OREAERU & 4 5, YRR 67 b= h U L THAIREZITV, 10 X OV 1 g/mL
DR ENERT D, SHICZOWEP T ' =K U L TEREMIZAR L, 0.002,
0.005, 0.01, 0.02, 0.05,0.1,0.2 u g/mL @ 7 BxpkZ g4 2%,
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[HE]
(LCIMS Z:14)
(LC)
HIEMES  : Agilent-1100
8 f 7 = 2 : Shodex MSpak GF-310 4B
BEfH: A MKk B: 7Er=FUL

0—15min A : 70—0 B :30—100 linear gradient
15—20min A : B=0 : 100
20—22min A : 0—70 B :100—30 linear gradient
22—30min A : B=70: 30

7 HIEFE40°C
Vi : 0.3mL/min
FUBHEAE : Sul

(MS)
HIEREES  : MS : Quattro Ultima
H7EE— K : ESI-Negative SIM
*y 7 U —FEE  -3kV
a— L -80eV
A A PRI - 150°C
Desolvation J&% : 330°C
F=H—( F(mlz) - 389.2(E F ). 390.5(fEZR )

Cid=~3
FEAEYAWE S L & LCIMS |2V L, Y E O AR & B — 7 mfE %2 AV T i
YRR T D,

(& &
BN 5 u L &2 LC/IMS IZ1EA L., B — 7 [HfE L 05BN O EY) B R 2 1) E
95,

(R DR )
Befd iR (L)

B OMEE (ng/l) =& (ug) X0.723%9X
LCIMS A (1 L) X 43 Btk (L)
%) ANA ) v 7 A LIS FOMBMEDOEF %
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(EE R TR (IDL) ]
ARSHHZ AW LCIMS @ IDL 2 TR (JE5)

o IDL e ki g IDL 3UBHA B E
i (ng/mL) (L) (mL) (ug/L)
AWK ) w7 A L1365 0.1 0.2 1 0.0005

CHE S EORE TR (MDL), E& TR (MQL)]
ASHTE IR BT D FIRE OVE & FIRZRIRY (71 6)

e AR et B TIRME ERE IR
_ L) (mL) (ng/L) (ng/L)

AN ) v 7 A L135 0.2 1 3 7
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Y1)

12)

73)

1F4)

15)

e

KIS CHER LT A NS /v 7 A L135 OZEMITLL T 0@ Y Th 5,

(b5« _RoB o7 a U 35-B A (L1-V AF)L-mF)L) -4-E R -

C7-C9 g7 ¥ L= 2T )L

WE 4 FELRR ™
6- A FI~TFL=3-(3,5-V-tert-7 F/L-4-t Fr ¥ 7 o

=) FaFF—k 0.723
3-(3,5-i-tert-7 F/-4-£ Kuf 7 =)L) a4 @EA 0.030
F LT AT )L

T B —)v 0.003
Z DAt 0.243

%) GCF v — b (LY ) HAX—4) Lo, EWEOmMELZE AW CHEL,

KRB NTBARMEN R E S T T AFIRA~OWAEIZ L D RO T O FTREME
N DHTDEESITE L, BREESZ IIMLEEDOTE R AT 7 anm A 4
VRS AR

KRN TIEAT 7 ZABOURHC T T7 A7 — V25D THEKmEST N 7 A% A
7= b oItk zZm L, BKEIT> 72, BAKMEET U 7 AOPWVIALRR
+5TH D EEIROE T ORNRS L - 01EET 5,

VUBA—FRY oI TFHY I aa A X 10mL K OANF Y2 10mL & H SRR
TL, avsq4va=yr7 %179,

EEMBRE TR (DL) 1%, bW EREFEREHEF O Fol =) (Fpk 17 4F 3
H) > T, R1DOEBYVRERH L,

875



F£ 1. EERETRIDL)DHEH
6- A F L ~T7FL=3-(3,5--tert-

WE 4 TFN-4-E RaFx T =)L)
Za vt —h
Bk (L) 0.2
B AR B (mL) 1
FEAJREE (ng/mL) 0.72
HEE A& (uL) 5
FEH 1 (ng/mL) 0.75
FEH 2 (ng/mL) 0.69
fiti 4 3 (ng/mL) 0.75
FER 4 (ng/mL) 0.70
FE S 5 (ng/mL) 0.73
&5 6 (ng/mL) 0.74
FER 7 (ng/mL) 0.70
54 (ng/mL) 0. 72
0 - (ng/mL) 0. 026
IDL (ng/mL) 0.1
IDL RUBHARE (ug/L) 0. 0005
S/N 10.2
CV% 3.5

IDL=t(n-1,0.05) X o, X2 t(n-1,0.05) =1. 943

.1 IDLDOZ v~ 77 A (FEHEREK 0.72ng/mL)

A 6)  MEHEORHH TR (MDL) KOVER TR (MQL) 1%, MbsWHEBRE 50
PEFMOFIIE] CERRITHE3 A) 12X, ROEBYVREH LT,
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#.2 WEHFEORBH TRMDL) & €& FRMQL) DR H
6- A F /L ~TF'F)L=3-(3,5--tert-7

WE 4 FI-4-vt RaFs 7 =)L)
Fa et —
B LIV
AoptE (L) 0.2
PEVERIN & (ng) 3. 62
AUBHA AR EE (ng/L) 18.1
&R & (mL) 1
AR FE (ng/mL) 3. 62
EEFEAE (L) 5
BE7 T v 7 ) (ng/1) @ 0
TN T (ng/1)© 0
FEER 1 (ng/L) 16. 27
FEH 2 (ng/L) 16. 74
FEH 3 (ng/L) 14.91
FEE 4 (ng/L) 16. 43
fEH 5 (ng/L) 16. 77
FEH 6 (ng/L) 16. 08
FEH 7 (ng/L) 16. 31
P2 fE (ng/L) 16. 22
o, (ng/L) 0.63
MDL (ng/L) 3
MQL (ng/L) 7
S/N 22.3
CV (%) 3.9

MMDL= t (n-1, 0.05) X g, X 2
¥MQL=0n-1X 1 0

OEANET Z 7 S

e N U 7 ADBPR 2 IREE TR R OB EZ 1T IE L 72 O S
OGN

VDL B H FGUEHIAEHE 2 U L TV RV IRRE TE £ 5 IR FE O S
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CRES)
1. Zu—Fx¥—F

o 7a—F v — &KX 21787,

IKE . " il
- Al VA tHRh ]
Ak N - A
0.9L H T A EHEAH(GEF/C) UrZunu XS 20mL
e h S LN e VRPN
FranEme . 1g 7 b & 5 (10 43fH X 2 Ja0)
T ANRL—%— N2 H A
GRASHR H )
NS
YT S e LC/MS 4H7
N i

OB NT—R) v

N2 77 A

20% Y7 mua A H oEAA~FY L 10mL

T hr=kFV/:1mL

%.2 pHr7e—

2. R N~ A AT [L

BREHR L N~ 2 AT M VIS Z RICRT,

E—omiE

18000000
16000000
14000000
12000000
10000000
8000000
6000000
4000000
2000000
0

y=77168x
R?=0.9993

ESI-Negative

0 50 100 150 200
ng/mL

250

%.3 A/VH )7 A 1.135 ORiE#R (Ong/mL~200ng/mlL.)

389.2
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std 10 ppm
IRG051014_002 113 (11.854) 1: Scan ES-
o 38915 4.6307

TRGANOX L135 10 ppm (Scan #|7E)

=
| K.
zoe 50702 ( 44444
22 i Sollnion] .85 439.00 a
\\\\\\\\\\\\\\\\\\\\\\\\\\\\\\\\\\\\\\\\\\\\\
1o} 60 (e} 30 3! 3! 330 40 50 1o} o 0 390 400 o {o} 30 40 450 460 470 480 490

[X].4 TRGANOX [.135 D~ AART L

IRGANOX L135 0 & i #% HE 5% (20ppm) % ESI-Negative & — K ¢ Scan #lliE 217 -
7ot R, m/z389.2 DV — 7 sREEDN R fERR S AL, AT G E D 7 = ) — VMK EE
HINOIKFBA T DM LT A b, 2k, EERAE=F—AF
Z mlz 389.2, BT =4%—A 4> % miz 390.5 & L. ESI-Negative-SIM 7:(Z X 5
ENZ LD 21T o7,

3. BALEETTIE DRG]

RENE D7 U —2 T v 7 Okat]

Sep-Pak Vac Silica 71— U w07 mu A% 2 (Dich) X MA~FH 2 (Hex)D 0
~B0%IRAVARE A W IR R 2 — 2 & X5 1R T, FIR TR %2 5mL 7 2 434y B
L7z, AREHER LD, 20%Y 7 oo A X2 U ~F P iR 10mL ([2 X0 s8I
Fr.l < 90%LL BIRH S, Fr2 5885 L 100%DEINEREGD Z LN LN E 7R
STz, V7 uau AR UOERRN 20%LLETIE Fr.l 2B W THIIE 100% 0 [l K735
LIS, FHEM DO AN A D 7o DITE MBI 20% Y 7 mu X Z o ~F % 85
W 10mL & L7z,
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120
100
80 —
ﬁ 60 [ ] W Fri
B OFr2
[=]
40
" l
0 i_| | |
-\.
\2\0 ®+ 0’\' ®+ Q;\' e,+ 0+
S T ® X
.\0 .\o .\0 .\0 .\c, .\0
“\9 NQ %\9 §\§Q s\@ D
) N S oS X\ BN
BHAE

X5 v UBTFNI— R v DORIEEEORH N Z—

4. FRON[E]N SEER

K B QN K ~ D REVE B ASINENGERER D R 3.3 (-7,

3.3 INEIEUBRRS R

Ak AUEHE ASINE HPERE BHRE [EIeR ZEREK

(mL) (ng) (1) (peg/L) (%) (%)
PNV 200 RN 2 ND — —
200 14.46 5 0.077 107 3.6
MK 200 RN 2 ND — —
200 14.46 5 0.080 110 4.4

5. BRELD (I HERER M

KR 2ug IR K TR 0.5% 7 & 2L B L g A1 7K 100mL (@i L, AKE
AREHF TORAVEIZ OW TG 21T o 7o, IRAFJ7IEIL 4°C, T e L7, RiR%[X.6

\ZRT,

Mgt s R WK TIL5 ABIEERD 23%ICED Li-Z L ekt L, 0.5% 7 A =1L
EUERE AR TIERISEICB T Y 94% & BIf B 5 R AR Uiz, - T, AV

880



w7 A L135 DT TR, KEREHZBEE. 05% MY D7 R /L e R RN
L. 4C., BEATIC LA RFENRRDEY THDH B2 b,

100

B7XO)LE U EEERM
B7Ra)LEVERN

BREFE®)

1HFRE 18 581

X.6 7 AZ)LE UERIRING K 5 X5EBWE OEFEROEL

6. DIFEAT Y —=2 73R

IEAR 7 ) — = TREBROFE R A F .4 1T,

#£.4 SR 7 ) —= o ZRERGE R

pH I 1 IRffEI 12 DFRATH 5 H % DF%AFH
I P e

(ng/L) (%) (%) (%)

5.0 97.1 78.8 -

5.0 108.3 78.3 81.7

5.0 94.2 78.6 -
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7. KERE T B
KL OMEARD 7 v~ b 7T At .78 1R,

river noadd
IRG060504_218

it o 5 Channets £5.
200 e
R ANEEE

e

250 o o o5o oo Feve oo oo e Zooh
river add-1 20 ppb
IRGO060504_219 SIR of 3 Channels ES-
389.2
100+
4.00e6

INEEHO. 1pg/L)

Yo
17.05
O T T T T T T T T T T T T T T T T T 1 Time
2.00 4.00 6.00 8.00 10.00 12.00 14.00 16.00 18.00 20.00
X.7 KD~ N7 T A
sea water noadd

TERINEER

o T T T T T T T T
2.00 a.00 6.00 8.00

T T T T T T T T T 1 Time
10.00 12.00 14.00 16.00 18.00 20.00
sea add-1 20 ppb

IRG060504_225

SIR of 3 Channels ES-
100+ 2

389 2
4.0066
S WSS
HANEEHO. 1ug/L
AN i} . ug
%]
17,80
o ; ; ; ; T ; : T T T T T | Time
2.06 24.00 6.00 5.00 1000 1200 1400 16,00 1s/00 20l00

X.8 KOOI~ ~7 T A
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[FHAi]
AYEIZ K KRB D 6- A FNA~TFL=3-35-T-tert-7 F/L-4-£ Ru ¥ 7 o=
V)T A — & 3ng/lL LUV TERT D ZENARETH D,

CEEECJAEARG:E
Y W ThRAatt
(AT T421-0212 e WG RER K H T F A5 5 FY 1334-5
TEL : 054-622-9552 FAX : 054-622-9522
3 NI e ERR
E-mail : ond20318@ideacon.co.jp
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6-Methylhepthyl=3-(3,5-di-tert-buthyl-4-hydroxyphenyl)propionate

200mL of water sample added 1 g of L-ascorbic acid was extracted with dichloromethane.
The extract was dehydrated by anhydrous sodium sulfate. Then, extract was concentrated
until about 1mL by rotary evaporator. This extract was dried by nitrogen gas, and refused with
1 mL of n-hexane.

Sep-Pak Vac Silica Cartridge was conditioned with 10 mL of dichloromethane and
n-hexane. The refused sample was loaded in silica cartridge, and was eluted with 10 mL of
10%dichloromethane/n-hexane. The eluate was dried by nitrogen gas. The concentrated
solution was made into 1 mL with acetonitrile, and analyzed by LC/MS-SIM. Method
Detection Limit (MDL) and the recoveries from water samples, river water and marine water,
were 3 ng/L, 107%, 110 %, respectively.

) ) Dehydration
Sample Filteration Extracton
Concentration
0.9L Residue: Dichloromethane:20mL
: Anhydrous sodium sulfate
Ascorbic acid : 1g Ultrasonic extraction by 2 times N» gas
acetone

Clean-up Concentration LC/MS-SIM

Silica cartridge Nz gas
ESI-Negative
Elution: 20% Dichloromethane/Hexane 10mL Solution: Acetonitrile 1 mL
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WE 4 IHTE7 v —F % — b =
6-A T NA~TTF LC/MS/-SIM
JLV=3-(3,5--tert- e ESI-Negative
TFraeka | | et i 52 5
XYT 22T e HTABHEA G GFIC YsmmA Ky 20m N7 4

e — h 1g (GREHpmEs) BT 7 b 2 el Shodex MSpak
5mL
\‘ GF-310 4B
N o =
Jii A IRiE - wzE ==
TR —H— 50 mm
N2 7 A N -
4.6 mm
TR 7 V=TT T BRAE
~FH > 1mL Sep-Pak Vac Silica Cartridge 3ng/L
2% 7 B A K L I~FF o 10mL
L LC/MS -SIM
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