i LR BRI R R o & —

4-tert-~>VF NV T = ) —)V
4-tert-Pentylphenol

4-n-XVF)NVT = ) —)
4-n-Pentylphenol
6-tert-7 F)-0-7 LY — )b
6-tert-Butyl-o-cresol
6-tert-7 F)-m-7 v —)v
6-tert-Butyl-m-cresol
2-tert-7 F)Vv-p-7 L' —)v
2-tert-Butyl-p-cresol

[t &:¥E D)
CHy
CH_:,CH;—/C@OH CH3CH2CH2CH2CH2©-OH
CH;
C11Hl6O (:11I{16()
4-tert-Pentylphenol 4-n-Pentylphenol
CAS &2  80-46-6 14938-35-3
CH; CHy CHy CH;
CH37C@ CH,—/CQCH; CH;=C
CHs  on cm, CH on CH  op
CiuH160 CuHi60 CuH;160
6-tert-Butyl-o-cresol 6-tert-Butyl-m-cresol 2-tert-Butyl-p-cresol
CAS &F& 2219-82-1 88-60-8 2409-55-4
(B ZEa0IR]

B4 SFE | BAECC) |FBREEmmHg)| AEFEEmL) | log Pow
Aetert-_VFNT =)= | 164.25 95 o.ooz(ﬁﬂﬁ) 168 3.91(t5E)
4-p-RUFLT )= | 16425 23 0.00229(it5#) 84.8(;t5E) 4.06
6-tert-7FV-0-7 v/ =)y | 164.25 31 0.0297GH5E) 307CGt5H) 3.97GtFE)
6-tert-7FV-m-y V=N | 164.25 46.5 0.00804(it&#) 221(3tE#) 3.97(5)
2tert-TFh-p-7 v/l | 164.25 51.5 0.025(fiAE) 184Gt5lE) | 3.97(iEH)

3| FI7T : http://www.syrres.com/esc/physdemo.htm
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[ZE, FE]

d-tert-~~F N T x ) —)V

EME  LDsy V¥ F(RK) 2000 mgkg, 7 v FERA) 1830 mg/kg

i« EEME BEEBESBR(PRGZ &) (LEE RIS G R HE)
(51 3L : hitp://w-chemdb.nies.go.jp/kis-plus/Q_allkis.asp?ks_cd=3535)

“4p-RXFNT 2 ) — )b

M TDL, VAR, 12 38) 4100 mg/kg
Fii& : L2 A RRURE (B R EIE)
(5T : hitp://w-chemdb.nies.go.jp/kis-plus/Q_allkis.asp?ks_cd=3532)

s 6-tert-7 F)vem-7 LS — )

=M LDsy T v FEA) A Z 320-800 mg/kg, * A 130-320 mg/kg
A& 7F L— kA RoFxy bz (FBEFR) OB LAY
(51T : http://wwwdb.mhlw.go.jp/ginc/dbfile1/paper/paper88-60-8a.html)

§1 4 T &

(1) oIrEEsiE

AREIL, 500 mLZHFEREE S — ~ U » 2(Sep-Pak Plus C18)IZ8K L,
AL ) —N5 mLTHEHT D, Bk, A2/-vAK(1:1 vv)T 1 mLIZERL,
LC/MS-SIM(ESI-) CH#HF %17 9,

JEE L, BIRREH10 g e BRI E L LTS gliE)E2 A% ) — LV TiRE
I BERMHL, A¥ )=~V N, 5%EET R U AKEBEKRT
FRLYZoa A2, 77774 NI—RU BT LROEA 53
ATZATIZ V=0T LEEH, 24/ —2ATImLIZEZE L.,
LC/MS-SIM(ESI-) CoO#r 21T 9,

(2) AE - HE
[RE]

btert-~2UF )L T = ) —)b ; FMERS (58 97%)

4p-RFNVT ) —)b L FANEHESREL (&8 98%)

4 FNT 2 ) —)-d, B (BB 99.9%)

6-tert-7 F)L-0-7 LY — )b « B bR T8

6-tert-7 FI)v-m-7 v — )b - FeiEER (5B 96%)

2-tert-7 F )v-p-7 LV —)b : Faytid KR

A% )—/: LC/MSH

~AFFU, TR, Uraurry, My o BEEE-PCBRERA. 500045

AR 7E i

Bk v U A, EKAEEET R U UL BREEIK-PCBRERA
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KRk« 2 UARTHD Milli-Q GradientiZ & V) FREL

EFfEA— h U v ¥ : Sep-Pak Plus C18 (WatersthfY)

T 774 MI—RHI—1F Y ¥ H T :ENVI-Carb C, 1 g/12 mL
(SUPELCO#-8Y)

et ALt — Y » PF 5 A BOND ELUT Jr SAX. 500 mg (VARIAN#E
&)

[REOZEN - Fit]

AH =) BlkiE, BA, BRTDEER, R, KEZHET 5. HERIK
DORENH Y,
AN, LDsg(B R, 7 v b) 5628 mg/kg, LD (B H.t F) 340
mg/kg,

[F%R]

o vy b L—#—  Watersttb 22 b L—# — Concentrator Plus(3¥1)
AT RRBREBEER  KEHMHROBHEICAWV 5,

B—4% U —xN\R—% (EEEMZ)  EEREHEOREBICHN2,

WL o8 DEa— FOIRE HREED D OHHICAWS,

BER I | EENEOBFRRBAICHNVS,

L BER - REREOMEIROSBEC AV S,

~Afr7ua )Y al— MeEWOBIMZAWS,

EREGmL) : BFEI— Y v U b60EHIZAVS,

FEFEA0mML) : BA A VIBMA T L U —0 T v S TRV,

<A 7 RXRAT7 T Za(lml): WEHROERIZHW 3,

SRBHEBGROKE:1 L #8 Q. JEE'E:500 mL - Ji 0 ¥#R). 4% @ — H (500 mL, 200 mL,
100 mL), h—/L & —}—(200 mL), 7 2 &7 F 2 =200 mL), &L yE B (50 mL),
KDEHEZRZ Q0 mL), A E v VAR AREBRE(10mLXiI13 mL), ARV Y
B RAV—)LEXy b : TR M THREL, BRLTHAVWD,

(3) S

[k DB UMRTF]
BiEA LY EREARICBIT 2RI H > TOERFHE] I/,
B, KEEFRBHERBEBICT ALV BEILHZY 1 giiiid 5,

[FRB DAL R UFEHE DFRR]
(KE]

T 2 LB VBTN S U BB500 mLIZ Y 7 4 — MWK pg/mL, A ¥ ) —
WES )L U+DBR I Liz%, 2T 4 va=y I LEEEI— N v
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(£2)i210 mL/minC@AK T 5, BAKTEOEHEI— MY » JITHERK 15 mL
ZlE L THE L%, ERVTRAESHOMBER L CHBRAZRE, A% —15mL
ZAVWTEHT 2, BRI CUT TEREITRAZREXFITCEB LR, 2
B ) — VK (1:1 vv) Tl mLICEREES) L. SRR L 35, '

(EE)

TRIEFURH 1 0g(RLVB LB RURI B & LTS5 gfiXY)(7E4) % 50 mLiE L ik B 1 $2ER
L, ¥u s — MNEKRQ pg/mL, #4/-W&S5 LT L+3IciBfnd 5, A& —n
30mLEMZ 2%, B LTIONEEE 5 L, 100MBEERMHETo 2%, &
DATBER500 rpm, 105 21TV, EEAKZ100 mLEDO R 2 — MNMoBT, B
WZAZ 7 —=N30mLEMA ., IRE D (ES) - BERME - EOOBRELE > —F
BOIEL, EBAKREEDED, ZHICAF ) —AfaFI~FH o 20mLEMN 2 T
107fHIRE 5 L, BET B(E6), A%/ —NVEE2TO5%ENAT Y 7 AKEK
200 mLZ ANL72500 mLAESE 2 — MIB L. V27 e 27 50 mLa Nz TR e
S &7V FHRIZ200 mLAESTR D — McBd, Y7 mm 2 #2250 mLic &
DRIHZFETV., MERIT A%, BEEK50 mLEAWVTKET 2, U2
ma AL BERIRL, 20mLONX VA2 NL 2%, EARKRET Y U A TR
KL, ~"FH2HNT200 mLAOFAR 7S5 22284, MHKIZ. o—x
V=R —F 2 HA T35 CTEELETRIE TEM L. FICEBREKRIC~F
P10mLEMZ, Ml mLE CRIERMEL, £FE T2 7unr2 0 28E35
(D,

T MV S5mL, T MSmL, ~AF Y10 mLG mLx2) TH#E LZ 757
7A M=K =R v PH T AENVI-Carb C, 1 g/12 mL)(FE8)ITKDIE ;S
20 mL)ZtEy ML, EHEZ DT DAL, WEEZD T ARy R
TFTFThE, ~FH 4 mLCRIEFBREOD 7 LAEREEVIAR, 10%7 &
FEEANFY S mLCHEHT 5, BWHIRE, o—F ) —x /UK L—Z &2 AN
THRImLUTE CTRMBL, BRIZERREDITICEVEBEGE) LIZE, ~F o1
mLIZ R 5,

FH20%7T E R UEEANFY 10 mLEONF Y220 mL TEEE LT-fBA 3
K — bV v TH T ABONDELUT Jr SAX., 500 mg)(FE)NZHEHKZ AR L.
REEZ T LRy RETTFTHL, ~FH 9 mLTEEARBRYY T ABEH
EPEVIAS(Z DVEEIRITESE), Ay VEIERMARBRE LY b LIz, 20%
T hrEAENFY 8 mLTEHT 5, BHIREZEZRESTICL Y BELE
L. AF/—=nZEHWTI mLIZER LGE)., HIEARENRE T3,

[Z2RBRIE DFERL)
KREITRE LR CEBOERKIZT 22 e 0.5 gz, EBEIREOS
KEIZHEY T HFERKE mL) 2 AV, [ ORMLER OCRENROFR] omEic
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o CTHIEL., BoNENRE ZERBRK E T D,

(R ORN)
c XA T 4 TE Betert-r2VFNT = ) —)b, 4n-r U FIVT = ) —)v, 6-tert-
TFNem-2 V=)V b-tert-7 FIv-0-7 L =)V 2-tert-7 F)v-p-7 LV —)L)
RIS mgm EREICHEEY . 7F b 225 mLIZ¥#E L1000 mg/LOFEHER
KET 3, BERBEKERIZIAZ 2 —VKA:L W), BEERIFAZ ) —LT
B ZIR L 1~50 ng/mL (6-tert-7 F )v-0-7 LY — L[ T40~2000 ng/mL) Dz &
MRAEERZ R T 5.
Yo — b EIKR Gn-_XFNT ) —v—dy)
IEVEA IR0 mgZ TEREICFEER Y . A ¥/ — /110 mLIZ ¥ A L1000 mg/L DR HE
BikeT5, BYRRKE A Y /—NVTHRL, 2 pg/mLEI0)DOERMNAEK % 1E
AR ’

[BIE]
(LC/MS&A) (FE11)
(L C%&#)
i FAHSHE © Watersth®  Alliance2695
#5 A(1E12) : Atlantis T3 C18 3 um 2.1 mm @x150 mm L (Waters54)
BEMEGEI2): A K, B: A% /)—)
0~1 min A : B=50:50
1~40 min A :50—37 B :50—63 linear gradient

40~40.1min A :37—0 B :63—100 linear gradient
40.1~48min A : B=0:100
48~485min A :0—50 B :100—50 linear gradient
48.5~61min A : B=50: 50

i & : 0.2 mL/min
HT AERE 40°C
E AN E:10pl (#13)

(MSZ14)
{55 F#%7E : Micromass Quattro micro API
Cone : 37 V. Capillary : 3kV, SourceTemp : 100 °C, DesolvationTemp : 500 °C,
DesolvationGas : 600 L/hr, ConeGas : 50 L/hr
A Z 2 {tiE : ESI Negative
FoF—A F(E14~16) : 163 (M—H)", 164 (FEEEH)
Aen-r U FNT x ) —)-dy 167 (M—H)~
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(R EHR)
RERARERIKI0 uLZLC/MSIZEA L, BONEEWE O ©— 7 EE
tvul— M EOE— I BREOL CREREERT B,

(&
FAEHK10 uLELC/MSIZEA L, BB LV n s — N BEOEREE b, XF
SYEORHELZRD B,

(REOHEH)
KEBEHH DR B (ng/L) = 1R HE(pg)

B EfHE OBKIEE (mL)
LC/MSTEAEQL* T EE (L)

(ZEERE TR (IDL))
AOPIZAWZLCMSDIDLZ TEISET (#17),

RHE Bk IDLEH R

M ol kE  EE  BE g ER
(mL)  (g—dry) (mL) (ng/L) (ng/g—dry)
4-tert—-Pentylphenol 0.57 500 5 1 1.1 0.11
4-n—Pentylphenol 0.54 500 5 1 1.1 0.11
6—tert-Butyl-o—cresol 30 500 5 1 60 6.0
6—-tert-Butyl-m—cresol 0.62 500 5 1 1.2 0.12
2-tert—Butyl-p—cresol 0.62 500 5 1 1.2 0.12

(HIEGEDOKRH TR (MDL), & TR (MQL))
ARETEZBIT DBRHTRECERTREZRITTYT (19),

(KH)
- HHE BRAE RETEE EEEE
(mL) (mL) (MDL)(ng/L)  (MQL)ng/L)
4-tert—Pentylphenol 500 1 1.1 29
4-n—Pentylphenol 500 1 1.0 2.6
6-tert—Butyl-o—cresol 500 1 63 160
6-tert—Butyl-m—-cresol 500 1 1.9 4.9
2—-tert—Butyl-p—cresol 500 1 1.9 49
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(EH)

e HHE EBiREE RUTREMDL EETRMEMAL
(g—dry) (mL) (ng/g-dry) (ng/g-dry)
4—tert—-Pentylphenol 3] 1 0.28 0.72
4-n-Pentylphenol 5 1 0.16 0.42
6—tert—Butyl-o—cresol 5 1 16 40
6—tert—Butyl-m—cresol 5 1 0.26 0.67
2—tert—Butyl-p—cresol 5 1 0.25 0.64
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TR
(FEl) 7uRarZIx—TalBBlEok-o, BETERLE,

(EF2) EFEAI—FY v, 10 mLORAF ) —)L 220 mLOFERIKCaLF 4o
a7 LEEbDERFERT S,

(1£3) ZEFRERB AL, BE L&k, A%/ —/k1:1 viv)Z EREIC ImLINZ
%o KBFEDTZOEELIZ WHEAIT, 902 mLE TEELAF ) —/k
11 v EMZ Tl mLIZERT 5,

(E4) TOKFZEZAEL THE, HIERE LTS giYT2RBERDTEL,

(ES) BLEEFOREIL, RE DBEOLTIIZRICTEAS LEWVWED, 25
YUVABANR—TNVEE AN HSICER, HSBEETHhLIEE 9T 5,

({FE6) A EZ ) —)v « ~"FHUNEITEESHE. B EOBREDTZDIZITH

(E) vruuRrREr TEMNERERGETDE, AL Iu<w NS5 T 40—
WRE S — U BRET DB ENH B,

(HE8) BT AL, By MZ Lo THRHEENRE — U BET I2HENHEDT, T,
WHE NS —r, AV IR a VROSENEOFEE L LTHRLT
BT,

(F9) EEIX, A ¥ —KA: VW LRV D EETAEENH B T
B, AX ) — VIR T 5,

(FE10) 5 pLEIN 5 L BIEREIFEEIZIOngmL & 725, BEEOREL L EE L
THERIRRESCTNEYEET 5,

Fity

(E11) LC/MSO &M, RBIEICH A L7-#FE (Waters Alliance2695 + Quattro
micro AP) ¥EDLDTH B,

(H£12) TROFGHTHRESHEDO 7 o~ MyBHIFRETH Y . YT 0%
HCHPEERET LT, d-tert-X0 FIVT = ) — )LD ¥ — 7 \ZRHEWE D
V= BNERDIGEDRHST-DT, W7 LRUBHEEERTIZL &L,
RHEHOE—7 L HBEEL Tz,

717 & Atlantis dC18 3 um 2.1 mm @x150 mm L (Waters#t-5l)
BEIMR: A:K, B: A% /—)
0~1min A:B=50:50
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1~25 min A :50—30 B :50—-70 linear gradient
25~27 min A:B=30:70

27~27.1min A :30—0 B : 70—100 linear gradient
271~35min A : B=0:100
35~355min A : 0—-50 B : 100—50 linear gradient
35.5~48min A : B=50:50

(FE13) BRENARE LEHAIE, A ¥/ —ViK1:1 vivIETR %2 & K100 pLE THEA
T& 5,

(E14) B E DO — I 5EE Im/z 163358V, m/iz 164D TFNR—RF A )
BWDT, mz1640FH5RS /NEBRKEWREENH 5,

(JE15) SRM{ED163—163, 164—164, 167—167(Collision:15 eV)bEH TE 5,
SIMiE ClZ6-tert-7 F L-0-7 L) — L DILDIZ R MEME O v — 27 BB 2
ZEVHDIN KRHEDEDOEL — IO I T RE/NEL TR LRTE
%,

SIR of 2 Channeals ES-
16

_ 53
2 5665e8
HEIKERIN )
MEWE
m/z 163
e .
| (s 1w '
oy A
M
B TSR0 17 M 2 1 r S e P e S5 5 65+ 4P 50 S P s 2700 | 2800
MRM of 5§ Channels ES-
B 163 > 163
2'3de4
HAKEIN
= | m/z 163—163
(S RMHEIE) wfkm
e ekt i e T LV SRR YU
s M“;—A T WW T T T T T T T T T T T T T T T Thme
1800 1900 2000 2100 2200 2300 24'00 2500 2600 2700 28'00
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(F16) ZDMD T F 7 A F L ELTROL DB H Y | B ELMSOHETE
WX TIFEATEATFEEREZEZLONS,

MRM of 5 Channels ES-
163> 106
17ed
m/z 163—106 s, SR,
(Collision:17 eV) (SN =
i
o U 1 L} T L} i D 1 L] i, § v L) i T T U T L T oy 1 L} bbbt b i
1800 1300 20 00 2100 2200 2300 24,00 25.00 26.00 2100 28.00
MRM of 5 Channels ES-
163> 133
293e3
m/z 163—133
. . d-tert-_RoF)LI7x/—)L
«] (Collision:28 eV) i g
1 o SV TN A e
oo | 1emo0 | z000 | 2080 | 2200 | 2300 | 2400 | 2500 - 25g0 | 2700 ' 2850
MRM of § Channels ES-
L 163> 147
o 181
m/z 163—147 6-Xid 2-
2] (Collision:22 eV) tert=7 v
VA A %
4 L} L} LA | 1 T M1} T T L] L i} § T T L Ey T KA G T 1 M [ b A B 3 T T 'nmE
1800 1900 20100 2100 2200 23.00 2400 2500 26.00 2700 2800
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(E17) EERH TIRADL)IEX. EEHEREEEREEZRO TS| X |(BR1TEIANCHE
ST, R1IDEBVEHLEZ, (HF18)

=1 EEBEKRHTRIDL)DEH (Waters Quattro micro API)

e 2 4-t-pentyl- 4-n-pentyl- 6-t-butyl- 6-t-butyl- 2-t-butyl-

phenol phenol o—cresol m-cresol p—cresol
HHEOKE)mL) 500 500 500 500 500
HHE(EE)g-d) 5 5 5 5 5
=& HE(mL) 1 1 1 1 1
FEANRE(ng/ml) 2 2 80 2 2
EEETAELL) 10 10 10 10 10
#£21(ng/mL) 2.1 2.3 97 18 2.3
$E82ng/mL) 2.1 2.1 94 20 2.2
&8 3(ng/mL) 2.3 1.9 78 1.7 19
#58R4(ng/mL) 2.1 2.0 102 1.8 20
#E25(hg/mL) 2.4 2.1 97 1.7 19
$£86(ng/mlL) 24 2.0 92 2.0 1.9
#£82 7(ng/mL) 2.1 1.9 89 2.1 2.0
4B (ng/mL) 2.2 2.0 93 1.9 2.0
EEREg/mL) 0.15 0.14 7.7 0.16 0.16
IDL(ng/mL) 0.57 0.54 30 0.62 0.62

IDLER$

(ﬁ%ﬁﬁf 1.1 1.1 60 1.2 1.2
%Eﬁgfﬁ) 0.11 0.11 6.0 0.12 0.12
S/N 14 11 5.2 7.2 5.6
CV(%) 6.6 6.8 8.3 8.6 7.9

XIDL=t(n-1,0.05) X on-1x2

1 r T  Sld 1 =~k T T T T T T T T T T T
2000 2100 2200 2300 24.00 25.00 26,00 2700 26.00

K1 IDLBEIERDIa~ I T A

a4

Time

(E18) # 7 ARUBEMIL. (FE12)DFEM,

(FE19) MEFEORHE TR (MDL) RUEERTR (MQL) %, MLEMHABHEERE
EROFF &) (FHRITHF3A) I2kh, ROLBHVEH L, (H18)
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£2—1 MEFEOKRHETRMDL) L UCER TRMQL)DEH (KE)

MBS 4-t—pentyl- 4—-n—pentyl- 6-t-butyl- 6-t-butyl- 2—-t—butyl-
phenol phenol o—cresol m—cresol p—cresol
g U K #ok |k #Bk oK
A EmL) 500 500 500 500 500
BT ME(ng) 2 2 80 2 2
AR R (hg/L) 4 4 160 4 4
B % E(mL) 1 1 1 1 1
EARE(ng/mL) 2 2 80 2 2
SEEEAM(pL) 10 10 10 10 10
BAIET DT (ng/L)™ 0 0 0 0 0
S IN E 4 (ng/L)® 0 0 0 0 0
=21 (ng/L) 3.8 3.7 11 46 5.3
fER2(ng/L) 3.8 3.8 158 48 45
=R 3(ng/L) 3.2 40 122 5.4 42
$HRA(ng/L) 40 4.3 146 5.3 42
FHER5(ng/L) 3.8 3.9 143 49 5.4
#ER6(ng/L) 3.6 4.2 125 5.6 4.9
§EER 7(ng/L) 3.3 4.4 128 6.0 47
I E(ng/L) 3.6 40 133 5.2 4.7
RERE(ng/L) 0.29 0.26 16 0.49 0.49
MDL(ng/L) 1.1 1.0 63 1.9 1.9
MQL(ng/L) 29 2.6 160 49 49
S/N 13 10 46 6.0 5.4
CV(%) 8.1 6.5 12.2 9.4 10.2

#2—2 JPEFEORHETRMDL)E TR FRMOLYDEH (EH)

mER 4-t-pentyl~- 4-n—pentyl- 6-t-butyl- 6-t-butyl- 2—t-butyl-

phenol phenol o—cresol m—cresol p—cresol

Eok 2 BIER BEE BIER HBIER HIER
HH&(—dry) 5 5 5 5 5
FEFME(ng) 10 10 400 10 10
AT B E (ng/g-dry) 2 2 80 2 2
IR B (mL) 1 1 1 1 1
FEARE(ng/mL) 10 10 400 10 10
EEEAS(uL) 10 10 10 10 10
B1E7 7)) g/ gdry)® 0 0 0 0 0
B SFMFE B (ng/g—dry)® 0 0 0 0 0
$£R 1(ng/g—dry) 1.82 1.84 435 1.83 2.04
52 2(ng/g-dry) 1.95 1.94 49.3 1.87 1.90
R 3(ng/g—dry) 1.88 1.91 51.1 1.95 2.07
52 4(ng/gdry) 1.73 1.92 409 1.96 2.07
R 5(ng/g—dry) 1.77 1.98 51.8 1.78 1.96
5 26(ng/g—dry) 1.86 1.90 50.9 1.83 2.04
=R 7(ng/g—dry) 1.83 1.91 48.3 1.83 1.98
SE 4B (ng/g-dry) 1.83 1.91 48.0 1.86 2.01
FHEmE(ng/g-dry) 0.072 0.04 42 0.067 0.06
MDL(ng/g—dry) 0.28 0.16 16 0.26 0.25
MQL(ng/g—dry) 0.72 0.42 40 0.67 0.64
S/N 27 28 6.8 15 14
CV(%) 3.9 2.2 8.7 3.6 3.2

XMDL=t (n-1,005)X on-1x2 3¥MQL=0n-1Xx10
DRIET S OFE: HH TN VRO HHVELRIE THIZEIROBAEETUOREL - EOFH B
QOMFMT L MOLEH ARMTRELFML TV LV RETE T REDTLE
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§ 2

[53#ri]
(Zuo—Fr—}]

fig B

KE ;| 8 || Egks|—| w5 |—>| 2% |—>| & |—»| Lc/Ms-SIM
500mL SepPak C18  *4/—=il5mL Nogas 1mL ESI Negative
(PRINEVER
0.5giFMNFE)
B - | | it | —> [ PRI | || ok |—>| B
10g—wet 287=0 F)=-NEAFIAZYY  5%NaCl 200mlIZFHE R .
30ml x 2[@l 20ml  ¥'900A4Y 50,50mITCHHE
53774 =K Vb4 &4 32 h3 4 o oo | _
| T ENVICarb ©) || (SAXS500mg) || B || BE [—>| LC/MS-SIM
1g/12mL 1stA¥4%Y 10mL M=) ESI Negative
10%7 b0 /A$HY5mL 2nd:20%7 by /A% H8mL TmL

X 2

[REBRE N~ AZRNT V]

ST 7 a—I[X

BEBRER~ A AT M VR 2 RISRT,

€ empound name:4-1pentyi-phens|

Gonfiaemaf Diduaninaimn RX> 1999735

C alibration curve 0173200 " %

Hysipnnsas bype Ddnal N { Hot K ). Ao ® (B8 Cure: 758 Aasa )
Cune hype: Linear, Origin: Marce, \Weighting Mull Awe rans: Nane

300

2200 ~
)
:
B
i Hi=
1004

050

anm

Lkl | S T, S
nn M a0 Kit

X3-1 4-tert-r2LFIT = ) — )V DOKES

RER
(1~20 ng/mL)

(PR it ey ki i il W it kil b
M i {F 1] i Wi AL F

Compaundname 4-n-penty-prancl

Boethowint wl Delennwshon K& WY/

Lialthwidumn o nee 1) V404dH " 0

Regponen type Indemal Sid (Ref6 ), Area* (IS Conc /1S Atea)
Conne tgue Linvar, b Farce, Minghbng Rl Awe, ranes Hone

{ il et | T
20 an Hil

X322 4-p-RFNT = ) —D

T ng!
YA MRS MILIEY LU N

(1~20 ng/mL)

1092



Compoundname B-1-butyl-g-cram|

Custhonal sl Delermmdin HE (184975

Usilinalum coree 8.02656 =5

Responas iype triamal Sid (Redb ), Avau* (IS Conc /IS Ares )
Cuwetye Lisee, Upn Furce, Weaghdeg Noll, Ams tans Snngs

Sriperis
£

7
-
4 /’

o 60 240 320 430 PRI i

X3-3  6-tert-7F-0-7 LV — )LD EB
(40~800 ng/mL)

Compoundnsme 2-L-butyl-p-cremi

Goehapniut Diderirenshan HE (18492 11

Volhidn zuras (VL "

Reuponds typa Internsl Sia (Rels). Araa* (IS Conc /IS Aren)
Ut by | muar, I Furcn, Vnghtng Nioll, A e Hane

2% -~
-

I /

144

150 e
: ~
-3
g
100 A
ur
osa o
LT

0o

T

e g § (s Vit | T T T T T naS
nu n Kl B0 A oadn o | KG i

M35 2-tert-7 Fobp-2 LS — L DR

L

Compoundname B-t-butyl-m-crazml
Gl ul Dlverminuban He2 1194975

Type IMamal S (RefB),Area* (IS Cone /15 Aen)
(um e ineie, Dsigr Fanco_ Siaqhtg Rk, Ams trans R

i

oo

Nk

we o -““ 41 h’il h‘lll ‘ |I=II ' l}rl " NIII ' IF:TI ’ Ilhl 'l;“

X3-4  6-tert-7F)b-m-7 LV — )LD EAR
(1~20 ng/mL)

(1~20 ng/mL)

TR

2-3kX 6-

SR of 3 Channets €5
162

tert- F Y LS — 2925
£ 10 ng/mL o
dutert- 2 F N m- o
4-p-~ 2 F )V
(0-1% 400 ng/mL) g e
v - Tx ) —)
1 m/z 163
) Y 0 . R
1700 1800 160 060 Med o 3ees 0 A0 0 MEE EA) 200 oo | M fi
SR CIIChYresES
189
335ea
|
. m/z 164 1[’
Mvvw«..uewm--qw -n--u—.-» -»-.w-...l._,.v/ — \1-“.\.- e S
1700 woe | 1ane 2000 e ¢l 230k 600 ™
SIR o ILPInres ES
187
" 180cs
4-n-VF N
m/z 167 T = ) —d,
-
L ] et B ~ T e e e e R s Sy T
1708 1800 1700 1500 e ) 20 B 2649 2600 o0 1500

X 4 -1

ERER Oy ow bS5 5 (E18)
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F-‘ 164
L) e 3 r ma

............

T LAl LA | b il s Labhl M ch Lk | T | ki Rt T T
100 110 120 130 140 150 160 170 180 180 100 110 120 130 140 150 160 170 100 180

X|4-2-1 6-tert-7" Fl-m-2V)" =WDIIIN T [K4-2-2 d-tert-N" sFNVT )= WDIAIN" I My

a

A At i i R i S A At bl RASAL LA bkt M LA Wit s b LddLES
100 110 120 120 140 150 160 170 160 180

[X]4-2-3 4-n-N" /TN )= W-dy DTAIN I My

(L CH T ADRET]
ODS %4 7 A D Atlantis dC18 X XT3 C18 TlA v ¥ — 72— L Ip o 728,
C30., C8, Phenyl TiZ7 u— RNL720, ODS %M T ATH XTerraMS & X SunFire

T =7 LHBLTH T ANy 7 BT, LT e e
* 2 io-ERRCAMHE. Bl0ng/ml o

Atlantis dC18(GE12Mh54) 37085
i (2.1 mmx 150 mm, 3 4 m) AN AN N (*1)

MM SR AR ISRJED Uil A SUE ) B A VR D F e R PSS R Y B | BRI PR SRR R R R |
10.00 12.00 14,00 16.00 18.00 20.00 22.00 24.00 26.00 28.00
163
Atlantis T3 C18(iFR D134, #BEHEILE12) 37085
#4 (21 mmXx150 mm, 3 Um) A (*1)
7 G oo nes . 1o S S R e e
1000 | 1200 1400 1600 = 1800 2000 2200 | 2400 2600 20000
) 163
1 Develosil C30-UG-3 37085
®4 (20 mmx 150 mm, 3 um) (1)
Y
7 T L I 075 i iR 1 50,7 AR BB RS AL A IS T DAL PAAIMILS BRI LS BRI BSLR
10.00 12.00 14.00 16.00 168.00 20.00 2200 24.00 26.00 20.00
163
XTerra Phenyl 3.70e5
ES (2.1 mMm X150 mm, 3.5 um) (%2)
. e
7 U MLt SR T PA AT T /000 PP T M R | R X T rrree ey T rreeen
10.00 12.00 14.00 16.00 18.00 20.00 22.00 24.00 26.00 28.00
n 163
7 Inertsil C8-3 3.70e5
24 (21 mmX%x150 mm, 5 ¢m) (%2)
7 Lo : z . : . : : T P et LT e g o et S
10,00 12'00 14100 16.00 16.00 20,00 22.00 24.00 26.00 26,00
163
~ XTerra MS C18 al a I -
a,a (1)
(2.1 mmXx150 mm, 3.5 gm)
7 Yy T T T T T | Bl B Fle 4 DA Il 0.0 DIl ik 000 MR ) ka8 I Al (00 At
10.00 12.00 14.00 16.00 18.00 2000 2200 24.00 26.00 28.00
4 SunFire C18 i 163
Al N st AN v e BT et et 3. 5026
"1 (2.1 mmx 150 mm, 35 1m) e
. X mm, 3. m
7 r:n.m —_—— L Ty T e e e rrrrr Time
1

oo | 1200 | 1400 | 1600 | 18.00 IIO%JQ"IIOO "a200 | 2400 | 2600 26.00



GAEHEA B DORET]

EANBEZ A5 ) —K(1:1 v E LT28BA1E, 10 pL~100 uLOEFEAE TE
— 7 TBRDOBEII R ENRDoToD T, BRENARR LIZRICEARZHEROTZ
ERFRETH B,

SIR of 2 Channels ES-

SEAE : 100 L /\ M /\

\woo 2000 21.00 T 2300 ' 2400 z&00 2600 2700 2800
SIR of 2 Channels ES-
163

SEAR : 80 L /\ /m\ M /M\ L

T T T T P - T T T T T T T
19.00 20,00 2100 2200 23.00 24.00 80.00 26.00 2700 26.00
SIR of 2 Channels ES-

nH . 163
= i x5 1.74e6
. . 2300 4
AR o //\\__ JJHth/\\_ //\\
? L} T T T b T 1 L] L L] L) 1 L) L} T L} o L} 1 B L}
19.00 20,00 21,00 22.00 23.00 24.00 25.00 26.00 27.00 2800
SIR of 2 Channels ES-
. 2225 169
N = 1.2206
a o
7 b ey vy ' - v e e gy . =y
1900 2000 2100 200 23.00 2400 2700
SiR of 2 Channela £S5
2n 163
= =% XAg 6 24e5
FAE 2010 24 il
2 .m_ /L
: + = N T T T T T per T
19.00 2000 21700 23.00 24,00 29.00 26 2700 2800
SIR of 2 Channels ES—
nxn
34685
:I)kﬁ topL
183 -?“"' 249
1824 ) 192-1,19 2 "2|'3s Ak P
T T T T T T 1 Time
20,00 2100 24.00 2500 2600 26100

[FEATED A Z ) —VBEORS]
AE )= )VREN ERDICONE—JERCRENRIEMA R LR, v
— PRI D . RESC T2 - L 3o tn, (BEARIO uL)
EERE T, A¥ =/ KA1 vW) TIRIBBTERVES N H 12D T,
REHKEE A Z ) —NVIBIKE LTz,
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SIR of 3 Channels ES-
163
243005

3 wo%
] o N

J‘ ‘oo 22,00 Za.00 20,00 26.00 2700

J.\/,\/\

2500 26.00 2700

20000
S af 3 Channois FS

2 Baeﬁ

80%
237N

2100

2200 2300

(B J\ /.\ AN

21,00 ?2 oo 2300 24 00 26 00 26 00 27 0t

= NN AN N

- )‘9/-)!;
22.00 23,00 2a.00 26.00 20.00 27,00

Zi‘é’ﬁ_»w'_“ jL N_ANAN

21 00 2200 2300 24,00 26 .00 2600 700

(BRI — U v P OWBE)
**%moo mLIZ HE % 54510 ng(o-13:400 ng)¥RIN L&
%, BIZT7E b= h VS5 mLTHEH L,
cwﬁ%% ENENEL . WTFhOBERTHLAY ) —A5mLTEHL, 7' |
= h U VESIZEN T 2 EIT R o T

¥ T
24 00 o an

SR of 3 Chanm sln 5.

16G3

T aned

[

2600
SIR of 3 Channels ES-
163
3.06es

20

28 00 i
SIR of 3 Channels ES-
163
3 12e5

=

20

Time
20 00

B, A% —/)5mLTHEH

Cc8 Cc18 tC18 | AC2 PS2 HLB | PLS3 | MAX
4—tert—Pentylphenol 63 90 67 0 73 74 80 72
4—n—Pentylphenol 63 84 65 0 69 74 79 67
6—tert-butyl-o—cresol 58 74 57 0 23 32 54 11
6—tert—butyl-m—cresol 61 83 64 0 53 60 73 26
2—-tert—butyl-p—cresol 62 83 63 0 53 61 71 27

T An-RUFNT = ) —-dpT RV RREINERIIRO LBV T, el
— L LTERTE D LTSN,

A n-RoOF I IT/—)L—d, T 05 —FICRLN =48 3] B R
C8 C18 tC18 AC2 pPSs2 HLB PLS3 | MAX
4—tert—Pentylphenol 96 103 97 —_ 102 98 101 106
4—-n—Pentylphenol 96 96 94 = 97 99 99 99
6—tert—butyl—o—cresol 88 85 82 — 33 42 68 16
6—tert—butyl-m—cresol 93 95 92 — 74 80 91 39
2—tert-butyl-p—cresol 94 96 91 — 75 82 89 40
(A B ) =)/ ~FP o HBOET]
~FY L EADOFEITDT I Tho 12,
A—t-NYFN | 6t=7'FI— | 2-t=-7"F - 6—t=7"Fl— |[4-—n-A"VFN

71)-b | o=9LY =N | p=HLY = | m=HLY =N | T1/-W

XY U BADHEE%) 1.7 3.2 2.5 1.7 1.7

(A% ) —N60mL, }EHAKS mLEREIDOEKEY), A&/ — /A fafa~F 3 20 mLz iz ik e

9,)
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(K % FhH O RRET]
VrauaAZOERA~FY LY S EIRRE o T,
A—t=NUFI | 6-t=7"Fl— [ 2-t-7"FN~ | 6-t=7"Flb~ [4-n-A"UF )l
2z7- | o=4LY =l | =LY = | m=ILY =L | 71/-1
soaniay 93 78 86 84 98
% o 77 70 84 82 89
(FERIKI00mL, Y7 ma 2 ¥ Xig~F 410 mLx1E G & 5 )

T, AP —REENTWERES, 74~97%DEINE CHH Sh -,
A=AUFI | 6-t=7Fh— | 2-t=7"F— | 6-t=7"Flb~ [4-n-A"UF
2z/-b | =AY =N | =LY =0 | m=ILy = 7170

B IR ZE(%) 92 74 79 85 97
(AZ 7 =60 mL, 5% T kU 7 AKERIKE200 mL, 27 1 m A 4 250 mLx2ECIE L 5 HhiH)

(DT L7 V=0T v FORKRE]
BWHEEES mLT 2% AN CTA F U MAR D T A OEHREBR 2 {T- 72,
Sep-Pak Plus NH2

Sep-Pak Plus NH2 &7 & A MEA Ay |Uonndsy| TRbY | A0 | B
T, 6-t-7 FI-0-7 LY |A=NVFNIT/)-D 97 97
— U=~ o |67 Fl~o-ILY ) 27 61 88
SICEHLEN, 1TE A 2-t=7"F -9V ) 100 100
ST ron 2y @y [T Lm0 97 97
YR LT, 4-n-N"YFNIT)- )b 101 101

(FFHEAR10 ng (0-14400 ng)AT L. FIEHELES mL+ > CIRIZEEH)

BOND ELUT Jr NH2 (500 mg) BOND ELUT Jr NH2

BT ATH., _UFLT ME % AYYY [Vomnssy| TRbY | A9-0 | B
= /= VEIZ—EN T [4tAVFLI-L 75 24 100
N ESICEH L, Waters  |8t=7 Flbmo—LY -l B 88
LR L) BRSNS 2T Foe LY 100 100
. 6-t-7"F-m=9LY =) 98 98
4-n-~A"UFNI1/-) 74 26 100

(FEHESR10 ng (0-11400 ng) BT L, A VAIHVARES mLT > CIEIZ )

BOND ELUT Jr PSA (500 BOND ELUT Jr PSA

mg)H 7 AT, -7 F )V MES A9y [vonse] 7HNY | M- | BF
7 VY —VRIIV 7 on 4—t-A"YFN T/l 85 16 100
AEVEFICER LR, (67 F-0-bLy 1 87 87
NFNT ) —)VERIX 2-t=-7"FN-p-HLy - 97 97
—ERTE b UBEDITE 6-t=7"F-m=ILY =)l 93 93
HL7, 4-n-N"VFNIT)-) 81 17 98

(EFZER 10 ng (0-FX400 ng) AT L. FIAHIALES mL 3> CIEIZEER)
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BOND ELUT Jr SAX

BONDELUT Jr SR GO0 nE ey [V Teby | 900 | &t
mg)W 7 LTI, ZTOM  [at-nvFh72/-0 88 88
BNV ok Sy 6-t=7"Fl—o-4LY —) 82 82
IR LTz, 247" Fl—p=HLY =l 87 87
6t=7 Fh-m-9L —l 87 87
4-n=A"YFNIT) =N 98 08

(IEHELL 10 ng(o-11400 ng)AfF L. FEEHEEHES mL">CHEIZEH)

BOND ELUT Jr SAX (¥')RAA3v/a%4)

BOND ELUT Jr SAX . [10%  [20% |50%  [100% -
(500 mgy TY ¥ 1 kadia NV | ponass |y annss |y onnasyly ponssy| ST
P S N T e 48 47 95
T LA 6—t=-7"Flb-o-HLY =l 69 69
WEIC L - CHEH 27 F-p-HLY = 83 83
. 6—t—7 Fl-m-9LY =l 10 74 84
TASAY-37
Zé BABRE2 T 42 54| 96
’ (HB #0110 ng(o-12400 ngyBH L. SVEHEES mL 5> THAICEEHY)
BOND ELUT Jr SAX (PHbu/A%HY)
BOND ELUT Jr SAX T 10% [ 20% | 50% | 100% | o=
06 mg) LTI o & N | gty | peky | 7eby | ery | B
. /J\ﬁ o cvRH 4—-A"UFNI1)-l 92 92
i A ﬁ&:,t 6—t=7"Fb—o—ILY =) 71 71
ilab e 2-t=7Fh-p-ILY = 87 1 88
0% 7 b/ o g l-megby =) 87 i 88
YUBEINIEH LTS (oA v g /-0 93 93

(B 5,10 ng(o-+3400 ng) AR L. FIEHESES mL3 > CHEICEH)

BOND ELUT Jr SAX(500 mg)ld, S5 E TH 2 ~F VB HE S, 10%
TR EEAFYUERIRY 7o XX U TEMERBEHARETH o,
FI . BT ANLERHET AERS ETDH20%T & kr~F 10 mLTHE L.
HICAFH 20 mLTCHET D2 LI2X 0 h T LAOFEMEEZEETE DR RHN
Bolr, WHEEE LT0% T 2 R EEANFYH ORIV I A2 N ERT]
BETHhol, EEMEBEDZ YV —27 v 7R IT20%T & BB A~F TV
PHEALIEESOFNY/nn 27 U EHEI Y bECHEOREN D2, &
7 EEROBEREIBSINEF I NTEH Lz, 2. BRYWHEIZSAX
BT ANHI0%TE FEEAFY L THEHARETH o722, ry NIV
HAGEL RABBENHoT-Tm, 20%T & b rEF~F V8 mLEEHHRE L
yres
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BOND ELUT Jr SAX(500 mg) D¥ARE /N &7 — L (TEHAR V2 » )
10457 b/ AX YV TOREE/ A R—>

Kty 10%7 by 10%71z|:> 10%7Ebv | 10%7EbY 10%7t|:> )
10mL INEHY | /AXYY | /ARYY | /ARy | /ARy | A5
0-2mL | 2-4mL | 4-6mL | 6-8mL | 8-10mL

4—t-AVFNIT)-N 6 24 31
6-t-7"Fh—o-4LY -l 11 45 56
27" Fh—p-4LY =l 2 54 35 91
6—t-2"F-m=-9LY =l 2 63 25 90
4-n-~N"UFNIT/-) 3 28 31

20%7 b/ AR TD BB/ N F—

A 20%7 b [ 20%F | 20%7 €M | 20%7 10 | 20% 72 by
10mLJ ZSLVRIVZS S VEINZE S TR IVZE S DR 2N S N B~
0-2mL | 2-4mL | 4-6mL | 6-8mL | 8—10mL

4—t-~"UFNI1)-) 57 23 1 82
6-t-7"Fl—o-4LY = 63 63
2—t=7"Fl-p-ILY =l 32 51 83
8—t=7"FN-m-HLY ) 37 46 83

4-n—-N"VFN71/-) 64 27 3 94

CHOORARTHAM /N I—

A4y | P7EB D00 SH0a | Yoan | SHan
| ARy | Ay | Ay | Aay | Ay a5t

10mL 4 o omL | 2-4mL | 4-6mL 6-8mL | 8-10mL
4—t-N"YFN71)-) 15 48 20 1 84
6-t-7"F—o-ILY"— I 72 72
2-t=2"F-p-ILY "~ 72 3 76
6-t=7"F-m-9LY ) 77 77
4-n-~N"VUFNI1/—=) 4 61 25 2 91

HFEDOE LWEERE T, SAXD T ANFOL TIIE 2 HYENRER TS 2
&, Ei2, SAXI T A~DAMEDHIEE BRIZ, 79774 b hH—RURHD
FUCKD 7 V=0T v T ERE LTz, MU#). ENVI-Carb (0.25 g) 4Rt L7223,
AT LN EMENEN L2, ENVI-Carb C (1 g/12 mL) &2 L7, 2233,
ENVI-Carb, NH2, ENVI-Carb,/PSAZED 1 T LZDONWT hIRE L7228, IWHEHE
DEL | 6-tert-7 F)-0-7 L) — VOEIRENENREDRENH Y, FALR
MNot,
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BRHIEES mLTHYZHAWT T 5774 b I—RURD 7 LOERABREITo T,

ENVI-Carb(0.25 g) % 5
LTI, 4-n-n" vFV7 )Mk
vrsun A ¥ BT,
F OO E~F Y
Yo XF UES
OEFIZEH LT,

ENVI-Carb C(1 @) T A
Tik., 4-n-XFNTx/
— NI 7 aa A F UHE
ST FOMOMEIT~F
YU B EAEH L7223,
THOYMELROE I
Kol

ENVI-Cartb C 7

ENVI-Carb

ME4 ARy || TR | AVEY | &R
4—t-~"VFNI1)-)b 72 20 91
6-t-7 Flb—o-4LY =l 39 9 48
2—t=7"Fh—p-4LY -l 62 13 76
6-t=7"Flb—m=-9LY =)l 61 8 70
4—n-N"YFNIT)=) 96 96

(121510 ng(o-11400 ng) AT L, HIARHAERS mL 3 > TIRICHEH)

ENVI-Carb C

MBS AXYY ooy Ty | AVEY | BE
4-t-N"VFNIT) ) 87 6 93
6—t-7"Fh—o-HJ -k 69 3 72
27" Fl-p-HL =l 81 7 87
6-t=7"F-m-HLY =} 80 4 83
4-n-N"UFLII/-) 95 3 98

(BZUER 10 ng(o-13400 ng) AR L. HEMAES mL3 > THRIZHH)

ENVI-Carb (7Hbs/A%HY)

why sy | wme  [wou | IE TEE T TR Tan
TWRH LGS~ |4-t-AVFN71/- 92 11 103
XY RIF10% T |6-t=7Fl—o-ILY -l 80 80
v h /AT UE 1277 Fp- oLy - 113 113
SR L, 6-t-7 Fh-m=HLY = | 100 100

4—n—-~"UFNI1/-) 90 90

ENVI-Carb C (1 @) 7
X, ENVI-Carb & F6{Hl D
KB SF — T, 10% 7T
¥ kA FY 5 mL TR
HT&, BEHEOEN

(FE%E L 10ng(o-11400ng) BT L. FIEREHSmL 32 ClEIc )

ENVI-Carb C (10%7tb/A%4Y)

HAEE NS T2,

10%7 b /Ay o
0-5mL | 5-10mL | 10-15mL| "
4—t-A"UFN I/ 99 99
6—t=7"Fl—a-HLY' = 77 77
2-t=7"Fl-p=jLY =) 98 98
6—t=7"Fh-m-HLY’~)l| 87 87
4-n-~"UFIL71)-) 91 91

(FEHEH10 ng(o-13400 ng)yATH L, FIEHAYES mL$ > TIRIZEE )

ENVI-Carb./NH2

ENVI-Carb /” NH2 T 70% | 20% | 50% | 100% | o=
TR b/ ~FY ke N |z | 7hky | 7eky | pery | B
G A et - - o a2, 2 42 36 77
0% 120% 7 & b |67 H—o=9Ly =l 47 47
O Y Nl o A 2 99 99
~ 6-t=7"F-m-ILY —) 98 08
L7z, :
it 4-n-A"VFIT/)- ) 8 87 95

(B0 ng(o-13400 ng) AT L. HIEHIALES mL4™ > TIRIZEH)
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(AR MEIY B 1)
KGR PIE, FILIRA B), MBESIRCK B M USRS ~ R e B
EIREBRAERER S — 1 ~% 3 — 31TRT,

F3—1 HMENERFER (EK)

TR FOr— %
Eﬂ*‘iﬁ %E% Eﬁ*:l'i %hui ﬁ']i mllill @u$ gg] mtﬂ @m$ ﬁ@]

(mL) (ng) [E& BE o Y RE o F8

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

500 &R 2 ND — — ND — —

4-tert-Pentyl- — 5 7 31 8 83 36 90 81
phenol

500 10 2 i5 76 1 21 105 1

500 MEF/M 2 ND = 3 ND - —

dmn—Pentyl= o 2 7 35 8 68 40 100 65
phenol

500 10 2 14 7 1 20 98 1

500 #EFEM 2 ND — - ND - -

sk StertButm e 7 110 69 14 130 83 12
o—cresol

500 400 2 580 73 4 810 101 4

500 #E{M 2 ND = — ND = =

6tert-Butyl= “py 7 45 112 13 52 130 94
m—cresol

500 10 2 13 64 2 18 88 2

500 4ERM 2 ND - — ND — -

2-tert-Butyl- "o, 7 40 100 11 47 118 10
p—cresol

50 10 2 13 65 4 18 90 4

£3-2 FMEILERER GEER - KB
_ BAREHE yar—ia
e mEe  ox ARME HE gl gpe ZBOBH gy 2B

(g-dry) (ng) [EI¥ , R (9%6) mE  EE o Bt

ng/g-dry) (%) (ng/g~dr) (%)

4—tert—Pentyl- 5 MRFM 2 ND - — ND = =

phenol 5 10 7 1.76 88 5.5 1.83 92 35
4-n—Pentyl- 5 4EFm 2 ND = — ND = —

phenol 5 10 7 1.83 92 47 1.91 96 2.2

BERE 6-tert-Butyl- 5 4EFHM 2 ND — - ND = —
OKEi)  o-cresol 5 400 7 461 58 12 480 60 87
6-tert—Buty- 5 &M 2 ND - — ND — —
m—cresol 5 10 7 1.79 89 6.3 1.86 93 36
2—tert-Buty-~ 5 HEFM 2 ND — — ND — —

p-cresol 5 10 7 1.93 96 50 2.01 101 32
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#£3—3 ININENERGER VEER - )

xR ESRL oy —kik
& SAHE FWE AT & = ZEE RS = K8
A MRE Glay The ER mE BN my g ONF gm
(ng/g-drv) (%) (ng/g-dry) (%)
4-tert—Pentyl- 5 FEFHM 2 0.76 - 2.2 0.80 - 1.9
phenol 5 20 4 445 92 38 468 97 2.7
4-n—Pentyl- 5 f&FmM 2 ND = — ND - —
phenol 5 20 4 3.61 90 2.2 3.80 95 19
;ﬁElE 6—tert—ButyI— 5 #\?%hu 2, ND = e ND - =
(RIR&E)  o—cresol 5 800 4 170 106 89 179 112 69
6—~tert-Butyl- 5 SR 2 ND = - ND — -
m—cresol 5 20 4 3.75 94 25 395 99 20
2-tert-Butyl- 5 fHFm 2 ND = = ND = =
p—cresol 5 20 4 373 93 1.9 3.92 98 1.8
(SR 7 ) — = TRERFER)
SRR ) —= TRBRERE R 4177,
x4 HEERI Y —= JHRER
WES, oH MERE 18R D S5H&DEFRE
(1g/L) BREE (%) R (%) BAAR (%)
5 0.1 100 87 -
6-t=7"FI—
=i b 7 0.1 100 83 66
9 0.1 100 82 -
) 5 4 100 86 -
6-t-7"F -
o=HL =l 7 4 100 85 61
9 4 100 81 -
5 0.1 100 90 -
2-t-7"FI~
AL = 7 0.1 100 87 71
9 0.1 100 79 -
] 5 0.1 100 91 -
4~=N"YF)
52/l 7 0.1 100 84 81
9 0.1 100 73 -
. 5 0.1 100 87 -
4-n—-NUFN
S 7 0.1 100 77 68
9 0.1 100 75 -
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(BREZAEL D 47
KT P, R LRK B0 D ISR Sz o 7z,
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4-tert-Pentylphenol
4-n-Pentylphenol
6-tert-Butyl-o-cresol
6-tert-Butyl-m-cresol
2-tert-Butyl-p-cresol

An analytical method is applicable to the determination of 4-fert-pentylphenol,
4-n-Pentylphenol, 6-fert-butyl-o-cresol, 6-tert-butyl-m-cresol and 2-tert-butyl-p-cresol
in water and sediment by liquid chromatography-mass spectrometry (LC/MS). Five
hundred mL of water sample is stabilized with 0.5 g of ascorbic acid. A water sample is
passed through a preconditioned solid phase extraction cartridge (Sep-Pak Plus C18) at the
flow rate of 10 mL/min. The extract is eluted with methanol. The sample solution is
concentrated to 1 mL with methanol-water(1:1v/v), and analyzed by LC/MS (ESI Negative).
A sediment sample is extracted with methanol. The methanol extract is washed with
hexane saturated with methanol. The methanol extract is diluted to 5% NaCl solution
and extracted with dichloromethane. The dichloromethane extract is dehydrated with
anhydrous sodium sulfate and then concentrated to 1 mL. The solution is applied to
graphite carbon cartridge column (ENVI-Carb C, 1 g) and then eluted with 10%
Acetone/hexane. The eluate is concentrated to dryness and applied to anion exchange
cartridge column (SAX, 500 mg). The column is washed with 10 mL of hexane and then
eluted with 8 mL of 20% acetone/hexane. The eluate is concentrated to 1 mL with
methanol, and analyzed by LC/MS (ESI Negative). The recoveries and method detection
limits (MDL) of  4-fert-pentylphenol,  4-n-pentylphenol,  6-fert-butyl-o-cresol,
6-tert-butyl-m-cresol, 2-tert-butyl-p-cresol from surface water samples are 76-78, 71-86,
69-73, 64-112, 65-100% and 1.1, 1.0, 63, 1.9, 1.9 ng/L. And those from sediment samples
were 88-92, 90-92, 58-106, 89-94, 93-96% and 0.28, 0.16, 16, 0.26, 0.25 ng/L.
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Water sample

Water 500 mL Solid Phase Extraction Cartridge Concentration
Ascorbicacid0.5g [ Sep-Pak Plus C18 — > N, gas
Constant Volume 1.0 mL LC/MS-SIM
| Methanol-Water (1:1 viv) ESI Negative
Sediment sample
Sediment N Extraction _| Hexane Wash . | Extraction 5%NaCl1200 mL
10 g-wet | | Methanol 30 mL*2 [ ~| Hexane20mL | = CH,Cl, 50 mL*2
Drying Pre Clean-up Clean-up
| Anhvdrous Na,SO — | Graphite carbon column |—| Anion exchange column
ydrous Nazstie 10% Acetone/hexane 20% Acetone/hexane
|| Concentration | | Constant Volume 1.0mL LCIMS-S{M
N, gas Methanol ESI Negative
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Tx/)—)b

4-p-~X2F )V
7x /=)

6-tert-7 F )\ -

o-7 LY — )
6-tert-7 )\ -

m-7 V) —

2-tert-7 F )=
p-7 V=)

A -
[ #0EF 500 mL }———{ HhH
7AaNE” VB 0.5 g BRI 9y
Sep-Pak Plus C18

M=k 5mL

| — & —o Loms |

N A I mL ESI-

EE .
B 10 g-wet |——] HiH] —{ 29wt e —

A=W 20 - yfafnasdy
30 mLx2[a] 20 mL

it 2 il — Bk | s - 2 77748 vk
5%NaCl 200 mL ENVI-Carb C, 1 g/12 m
Y Jnndy 50 mLx2[H] 10%72h//~%y 5mL

B A4V RS 7 A
SAX, 500 mg

Ist:"%¥/ 10 mL

2nd:20%7h//A%y 8 mL

LC/MS
ESI-

BT M
Atlantis T3
Cl18

k&

150 mm

PR
2.1 mm ¢

Wi
3 pm

e FBR(MDL)
<HKE >
defert-=sXF )
7 x/)—)
1.1 ng/L
4-p-=F )
Jx /)=
1.0 ng/L
6-tert-7F )L -
o-7 L — )L
63 ng/L.
6-tert-7 F )L -
m-7 L —)
1.9 ng/L
2-tert-7F )L -
p-7 Vv —
1.9 ng/LL
<EE>
Y-tert-2F )
Jx)—)
0.28 ng/g-dry
4-pVF )V
Jx /) —)
0.16 ng/g-dry
6-tert-7 F )\ -
o-7 L — )
16ng/g-dry
6-tert-7 F )L -
m-7 LY —)u
0.26 ng/g-dry
2-tert-7 F )L -
p-7 LY —)

0.25 ng/g-dry
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