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Determination of Selected Phenols in Water by Solid-Phase Extraction and
Gas Chromatography/Mass Spectrometry

Shigeko NAKANISHI and Takanobu HINO
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BAEEMPE FOEKNT, FLED EEBOERS S WIEH
IVE S BDORTULERILE EBIER D & Vb 2 N IEE
(LW, FrisBEmEE LTRD By o h T/, BT
BRENTO - R2EOFNIADFAOEERAETIE, SRESS
TIAF v EEONSBEEPEEEZ SN TS /2L
T/ hERETRIEI N, ERI0EIOFBERFIZ, &
B, K" KEEVTONSRBECEMERED D OEET
AT EER LN, K ONSIBBEENED S TE
RENDERFREIZES, KEOREVKZ 5 L TIEBE $ Tl
FELEL<TIIR5ST, +oREEZRET S ERAESTIIRN,

KBDT x /) —)VEEBEMBE NS LA THEHEL, GC/MSSIM
TERTHMERHHHEERAL, JISEBHEICHES HEE
ROEDOTIVFILT ) — VEORMRBRICBML 7=, FRS
HEAESN-OTHET 5,

I REBAXK

1.8 ¥
KiZ 2 U R 7 HMI-Q Plusfi/kEHE%EL DB SNk zE M
BAl7. NFHY2, rnoiry>, A& /—), 738
FFUAREREARALOOEBERE R EMEAL -, Mt
MU A (BK) BRAMBERPCB 7Y VEI XTIVl %
fFHL .
7z /—I)VEEERRIE, 7/ VEITHE (BLEYaR
K28R 01,000ng/LAFY D ElRESL2AML 7=, NEHEY
BOFTI7HL 2 -ds& 7 xF > b L -dDEHIZ1,000mg/LAF
HOBEHRESLZFABML, 4-(L-AFIV)A T FIVT  / —I)-dskd
MERD1,000mg/LAFHIEREEHAL 2. REGHAORAE
Hikid, BEEFERBIUNEERKEZ/700A5 2T, N
BN KB OERERII 7 & b THRRFARL /-,
%1

M- M) Y PREZLICRULE4AEEON— RN v D%
HHL =,

2. EHBRUGC/MSODHIE &4

EAEMH T — by CAO@EKIE, U+ —4 — X8Sep-Paka
>EZhL—SEFRAL, MEXKRICEOKTOT L) —)LE%E
EHICRE S BT, ’

GC/MS#E#ElZk 2 —L v b)Y v B — RRIHP5890-5972MSD
BEMFEHL, HEFREZUTO®ED THS,

A5 L J&WHBIDB- 5 ms
(N#20.25mm £X25m fE/E0.25 1 m)
FrUTHZX :AYTL EFET 1 mL/min
H1Z5 LEE  50°C(4 min)— 8 °C/min—280°C( 5 min)
EADRE : 250C
4> —7x—XEE : 280C
1 FALEE 70V
REHEAZRYE  fB2u L2 AT v L XTI

3. HERIRME

Imol/LOER TpHZE3.5~ 4 IR LIZHEIK 1 LE, H5h
CHZronry >, AY ) —=)BLUKTHE I>F 133
Z2JUEMME I — Y v 2z, @AKEE10mL/minTi#
kT2, BAKTEN-F) D% 2~35MESIBAL, BE
S5mLORBEZZBLEL T 700X Y > 5mLTHEHT 3,
REICH I A=)V 25D, TO LICEKFEES M) DL 3g%
ORNO—-FE2ARL, ZHITEHY 700X D ERE Rl
SEPAKT D, D00 Ay S EEEICCITINAL NS EE
S[URTTEML, CHICNIEEDEOLuegZHME, oo X
> TImLIZAZRTY v 7§53,

B 38 2 L LEGC/MSIZIEA LEIR A F > BRHIR(SIM)
THIEL, NEERINETREZELTS. 71/ —I)VEL6Y
BENEEIYEOSIMAESRFEEZR 2, /272 / =)D
SIMBIE Rt %22 3 ITRT.

BEHIHWAEHRME I — Y v 2

h—rYwTH Sep-pak PS-2 Plus Oasis HLB Plus Oasis HLB glass 018 Bond Elut Glass

o5 3 1 ARV E AT U Vv HE S HEEEK HEEK C18(+137 ymv3v)

REROFTER 265mg/h-pY9y” 225mg LP/h-Myy” 200mg/h-+Yyy° 500mg/h-FYyy"

B Plus® Plus®! Ny ORI Ny OB

YH—1HE, TR TS5SAFvH TS5AF VY HS X, 5ce HS X, bee

A—h4AB D4 —4—XH Jr—2—XH DA—H—XK AV 8%
TR AT FEAT

(20004F11H 10H 523)
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1.

No RNNRILEDE Ri nfi'r'Se =t BB
66
1 Phenol 8. 62 94
2 4-Ethy | phenol 1221 107 1%2
3 Int. Naphtha | ene-d8 13.15 136 0
4 2-t-ButyIphenol 14.72 135 1
5 2-sec-Buty!phenol 14. 81 121 150
6 3-t-Butyiphenol 15.10 135 107
7 © 4-t-Buty|phenol 15.10 135 107
8 4-sec-Buty ! phenol 15. 46 121 150
9 © 4-n-PentyIphenol 17.92 107 164
10 2-Pheny I phenol 18.87 170 141
1 © 4-n-Hexy Iphenol 19. 51 107 178
12 © 4-t-0ctyIphenol 20. 15 135 107
13 © 4-n-Hepty I phenol 21.02 107 192
14 3-Pheny | phenol 21.63 170 141
15 4-Pheny | phenol 21.75 170 141
16 Nony I phenol (Mix) 21.42-22. 31 * *
17 Int. 4-(1-Methy!) -Octy | phenol 22. 14 126 -
18 4-n-Octy|phenol 22. 46 107 206
19 Int. Phenanthrene-d10 22.72 188 -
20 4-n-Nony I phenol 23.83 107 220
© mBFEE-MN ARDE
Int. . RIZEYR
* RIBE
%3 /)7 x/—)ILOSIMBIESRHE
No. HXNRI{ES Ri t'in;e KT W
min

16-1 Nony Iphenol (1) 21. 41 121 107

16-2 Nony Iphenol (2) 21.56 135 107

16-3 Nony Iphenol (3) 21.67 121 149

16-4 NonyIphenol (4) 21.73 121 149

16-5 Nony Iphenol (5) 21.79 135 107

16-6 NonyIphenol (6) 21.94 135 107

16-7 Nony Ipheno| (7) 22.07 149 121

16-8 Nony Ipheno| (8) 22.21 135 107

16-9 Nony Iphenol (9) 22. 31 149 107

I #H£REIUZE

5%7 2 =—I-95%AFIN ) A= NS AICKD 8
1IZDB-5msH I LIZE BT =/ — )V EEREEIKDGC/MS-
SIMOs O S AhERLIZ. 3tTFINT /) —)LEd4t-TF
W7z ) —IVBRBETH o 7=05, NO-bis (trimethylsilyl) trif
luoroacetoamide THEBMHLT D Z LICL DFE{LEME T 5

ZEMTE. MLEMAREEShAEHEE, FEALIcko®
A, ERTILEND D,

2172072/ —=I)VDGC/MSSIMDA X > /0 k75
A (m/z=135, 107, 121, 149) 2RLAz. /2T /-
ZGC/MS- 7V AF+ > THIEY S L1350 -7 Riah B
M, BEZI—AF LB 0K SLDE -85 — 2143,
H2OEIIZ—HL Twigh, Ro#E— 283 TI DL —
U ZSIMOERE -7 LU TERL, RIDEHTERZTO /.

K1 GC/MSSIMIZK2EHEBKRDO I O NI T A

TIC 030108 D
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(VZNTx/—)b:10meg/L, > 7 x /—)VE : 1ng/L, PIEREWE : 0.1mg/L)
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bundance 117 135.00 (134.70 to 135.70): 0301003.D
80000 2221
60000
40000 ]
20000 ]
. 1
Time--> . ! !
rbundance *
100000
50000 {
21,67
wa aLss 2L 7&1 81 2129 99 0 221 22, 31
' —— e e — -
Tine--2L. 20 2[ 40 21.60 21 80 22.00 22 20 22.40 2260
Abundance 4151121 00 (2070 to [21.70): G301003.D
200004 21, 67
1 4
15000 3 2470
21.99
10000 §
5000 |
. 01— T T N T T T o0 on !
Time--32L. 2 . 22, 22.60
Abundance {17 149. 00 (148 70 t ] 03010% gl
22.07
25000 1 21,67 07 9
2.7
20000 Y181
15000
10000 1 22,21
5000 { Ny
Tine-->21. 20 240 21.60 2L, 80 22. 00 22. 20 22.40 92. 60 '

M2 JZiT7x/—I)VEBERBREOAF> 0N T4

(V=9 27 WAL 2

2. ZHEREDEREL

BEFONTWBILENERIED 2O OYEI =2 7T
13, BELTZKAHOERTREZ 7 FINVT ./ —)L%0.01
ng/L, 72NV 7x/—=)001pg/LEL TS, 4FEDH—b
Uy SWTHERLTS, ZRBIEENS ) 2T 1) — itk
HE N/, Sep-Pak PS-2 PlusB & UOasis HLB Plusz /-
BE, RHEBEIREIKBERET, 01ug/LEEM»ZNMUE
Tholz. UF—NOMEMNHT T ZAE TH%0asis HLB glass
BEXUC,s Bond Elut GlasszHWIHE, BHBEIZE 4002
wg/L, 003ug/L (n=2) THoiz, BWMEDRS0asis H
LBH— M) v POERBREOKENS, TIXF v I/ HOI—
M)y PEBNSD /T =) =N OBEENKELFLELTH
LEZLND,

10mg/L)

JINT T )= WESHC D, TIRTFy s hREMRIENE T T
J=), 22TFNT /=), G+A-TFNTx /=), 4tF
TFNT IV ESRBKBERE Tng/LEERE TN,
Fe, BENTIRF v/ BOBEKFKEEFT M) LA—N) Y
EHVWSE, ¥itng/LEBED2-7x2)V 7/ - )hkHiEh
7z

UHF—NOMENH T ZABOERMEI— N v CRFERAL,
BABESRBRIBMEERICODEV T SAF v JBROFERAEZES
BB EICED, ZERBEE R,

3. TYQik, #TFAkTOEERMEUNREBRER

SYQKEMTAKIZZ /) —IVEE 1 pg/LEML, 4DHE
HA— by P2RWTEERMEINERETOERER4IC
®U7. 71/ —)VOEIER, CeTL3% PS-2T81% HLB



BRI -GC/MSIZ & KO T =/ —)VED S FEOBE

£4 3IUYQKk, HTFKTORMERERRER
L E Sep-Pak Plus PS-2 Dasis HLB glass C18 Bond Elut Glass
B [0k 290k Sk
n= 6 3 —
{t&tNo. | BIEME C.V. EXE | BMEE C.V. EivE | BE® C.V. [BITES
(ng/L) (%) %) (ng/L) %) (%) (ng/L) (6)) ®
1 80.7 4. 94 8.1 485.0 4.29 48.5 13.1 21.64 1.3
2 861.4 2.91 86. 1 770.3 1.68 77.0 243.8 8.21 24.4
4 917.1 '2.87 91.7 838.9 1.60 83.9 821.3 4.39 82.1
5 846.2 1.1 84.6 862.7 1.67 86.3 829.1 3.84 82.9
6+7 1719.5 1.52 86.0 | 1714.7 0.93 85.7 1 1710.9 3.87 85.5
8 866. 2 1.72 86. 6 836.5 0.55 83.6 866.5 3.13 86.6
9 909. 6 3.96 91.0 869. 4 1.97 86.9 914.8 523 91.5
10 1073. 4 3.19 107.3 937.6 1.38 93.8 945.7 5.98 94.6
1" 959.8 4.59 96.0 891.7 1.66 89.2 944.8 5.68 94.5
12 999. 6 4.38 100.0 909.9 1.01 91.0 931.8 5.48 93.2
13 985.9 6. 50 98.6 892.6 1.67 89.3 924.5 6. 51 92.4
14 1048.8 5.31 104.9 552.1 7.61 55.2 921.2 6.17 92.1
15 957.9 4.44 95.8 457.6 10. 64 45.8 | 1063.0 6.58 106.3
18 1015. 6 6.82 101. 6 860. 6 1.72 86. 1 892. 4 8.42 89.2
20 1029. 7 9.24 103.0 895.4 2.36 89.5 825.0 3.76 82.5
&J71/-MERMRE - 1,000ng/L
[ECE Sep-Pak Plus PS-2 Oasis HLB Plus
BH: ;!’.'F* 2'1071(
n=
{t&¥No. | REE C.V. Bl E | BMEM C.V. [GIES
(ng/L) %) %) (ng/L) % (0.)]
16 981.9 8.01 98.2 1023.9 2.97 102. 4
J071/-MEMREE : 1,000ng/L
T48EBENTHNDH— R v DTHEN S, CulddIFIVTx RIFBEETH .

J =NV DERES244% KMo, 72/ —)Vidlog Pow
(A5 ) —=IV/KGEFEEDLogll) OfEA/NE L, BEfEMtE
TRTV—=IZAN—LBWEDH, KEORKHOBKIIHHETH S
ZENFELshTnS?, HE1LOB%KET, 7x /-, 41F
W7z )=V OEREMENDIX, TL—I2N—i2LdbDE

Exiohs,

PS2, Cullk2FDMD 7T /) —)VEOEINEIL, %%84.6
~107.3%£82.1~106.3%, EBFEEIINTHH10%kKiHTRIF
BEERMNGONKE. HLBh—bhU v 2R, 7/ —)IVOEIRE
IBRbEN IO ST, 37T /) -V E4T
ST /) =)V OEIREIZS5.2%, 45.8% &N, DT
J—IVEIZDWTIE, EINERT7.0~102.4%, EEHREE3%KET
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60

[E] 4% 2 (%)

40

20

3TN Tx/)—VE4 TN T o) —)V TEREBAHEN
DY, HLBADRFENBENDH EZEXS5N/ZDT, /27 x
J=IVEBRS 7/ —VE%E L pg/LEMLZIUQKILER
K, ImloTr o0 Ay > TREEEZITY, ABEKRE 4mldD
7503a>1Frl), 7552 a>2(Fr2) LLTHERL-.
IHEBELAEREER 3R, Fr2T10%0 EOEINERAS
Bon0ik, 71/ —-0W141%), 22TF)N 7z ) —I13.3%),
4sec-TFIVT /=) (105%), 377 /)b (269%),
47220V T7x /=) (27.8%) THo/. HLBOT7 =/ — )V
ORFHAIIEL, 5moTrooRy EETIR, BmEESEAT
FIMLEMNH D EMHE MR DT,

WFr2
WFr.i

it & ¥ No. *
3 HLBH—hU v IM50T7 o/ —)LEOrEMEINE

(k{LEPNIdEk 2 28
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4. RIESBREBECL S TRMBBHAKDD /=T 1 ) —
WORTE®R

Oasis HLB glass# fl W T FALESHFADD /) =)L 7
SV EREL, R3DGC/MS-SIMGEHTHIE LR EES
WWRLTz. ZERBTIZ/ 27 2 /=L 9 ADSIME — 713 1
TNHREFETH 7275, MBI TIZ 9 KDL — 2 DAN0.16-5,
No.16-6, No.16-8D 3 &N —4 TN HFERT A >m/z=135,
WA A > m/z=107) MEERETH> 72, RBEZERBPO
JINT ) -IVBER, 6 XD —VEROSEELYD, #xt
BRERIE, NEEERNE (REEME: 724> bl -dud B0
BA(L-AFI)F I FIT = ) —)b-ds) ICXDRDE, BhD )
STz =V OREBIERBFEEE L TN, HEHRES
ERE BB ORE TREBRKII3258% & K& <, MIELER
METREBFERINTHORIFTHo /245, A NEEsYy
ICXDEEEICKERENED SN,

K41z, ZERs (b1&ib2) Lk sl~s5 FD/ =7z
/=D —r HEEEGC/MSOBIEIBTRL. /-, 2R
(b.1&b.2) Lkl (s1~s5) IKFEMLEZT7zF > kL -dwkd-
A-AFI)FIFINT /) —=)-dDE—VEEDOELD, 7

S —IVERHERE (t.2) ICIRML =& A DY — V ERIC 8T 5 H &
LTHRAIZRL . B 2T 1 ) —)LbEa-(1-AF L)+
TFINT 2/ —)b-dsDGC/MSREA#IE, k1A 5tk 3 A&
BIENCKRE< AL, ZRBEFEORMATFRLE, —F
TRl -doid, BLOBEMIZEAKTS 225, BOAE
TR MITNENo T, RMY I ZBROBNRE TIZ T
JVEORIBRES LERTHEVNIEE b H D, NIEEYHE
KD PEICKERENRDENEDIE, 7xF > ML o-dy
TR M) I ZOEEZ+ICHERERN S 7D TH 5,
ERTREMIOEVEBEZAET 258, dEbho<T Y vy
ADEEIREVWEEZ SN, NEEWELL THENSILEY
DAUEZRHND EMESRBRENT EMHSMITIES 2,

B, ERBPO/ VT ) —IVBERIAKDE — Y EROD
GEMEL D, 4(1-AFINV)VF I FN T 2 ) —)b-ds% NIEHENE &
LT, ROZEH0.0218/LTHo7z, FARARBKFKDKE
SHHENE, pHIE:6.8, BOD:7.5mg/L, COD:5.3mg/L, SS:lmg/L&
i, ARFEEM304mg/L, HHKE A A+ >:58.2mg/L, 2EF:13.0mg/

L, £ >13nmg/LT&H> /. ~

&5 RRIREBRIBCLDTAMAATD ) ZNT /)N OBEERER

RERE REAHR IR (1 g/L) Bk 5 (w /L) * FH AR@EE THEN
1 2 2 3 4 5 pg/t pg/l %
gexmiak 0.022 0.057 0.131 0.180 0.284 0. 162 0.165 0.184 0.058 32.58
RMMFEME  Phenanthrene-d10 0.019 0.044 0.128 0.134 0.148 0.127 0.141 0.136 0. 009 6.52
4-(1-methy|)-octy|phenoi-d5 0.021 0.020 0. 041 0.041 0.047 0.042 0.045 0.043 0.003 6.04
* KOATMIEZRBRMEZ L TLVEL,
60000 6
C3/=A7-A } -

—a— 71FUM~d10 -

— - 4-(1-3F M) FATL/-A-d5 15 =

= 1z}

e A s 2

40000

pr / =

iéﬂ #o

o —Ja] 13

e / e

D i

L 20000 A L& — 2 F

W
n | —" ] el A 5
~ ] H 11 g
0 N 1 " 0
st.2 b.1 s.1 s.2 s.3 b.2 s4 s.5
& ¥ No.

4 )27z /=) EREENE DGC/MSSIMIG BB DEE
(st.2 : E=UEPRHE, b.1&Db.2: Z2ikER, s.1~s.5: kD

5. TFKMERBIBIFIK TOEERMEINREBRLER

TARMES#RAIC VT2 )=V EIOng/L, DT/ —
JVIEE 1 ng/LEL, 1~ 2FE=sIRTEHER, Oasis HLB glass
&Cis Bond Elut Glassi— bV w PERAWTEBMBL &, BEHT9
moY 7 0O0AY T, EHkE4AmITO7 5733 1(FrD,
750 ar2Fr2) LLTHRLE, 7/ —)VE4ITFI)IN T
J—=IOBIEIZZIFTF L A%, FNLSOLEHOBEIEIZIZT =
F> bl -doENIEREME E L TRHNT, REERIEICE DEIE
lEEHL 7z FrlOREERE%R6 IR

I QuK, HMTFKTORMEUIERORERERE S RIZD AT,

HLB, Cs b, /271 /—)b (464%&L36.5%), 4n-F
BFINT ) =) (66.7%E£64.1%), 4n-/ =) T x /) —)L (527
%E57.4%) ODEINENENI ETH3, Fr2OfE TIZ, HLB
BHEORET, 337207/ —NE4 72072/ —LD
B % 25.8%, 284%TH > USMIHLB, CuFhofE
INRHEL, /2T /=), 4nFrF V7 /-, 4n-
JZINT 1) =)V OERRIFZ2UUATFTHo /2. ULOKERNS,
EHBRERNOFENRTEDILICED, BRRESETLAEL
BEZT SN, FEYDSSOBENBOVHBNDOBEAHICDONT
13, TSIRHANBETH S,
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%6  FAMBB A TORMENLEBHE R

Dasis HLB glass C18 Bond Elut Glass
No. BIEE S.D. C.V. ERE | MEE S.D. C.V. EITES
(ng/L) (ng/L) %) &) | (ng/t)  (ng/L) %) %)
1 498.2 51.9 10. 42 49.8 16.7 1.6 9.28 1.7
2 874.5 44.3 5.06 87.5 262. 8 6.5 2.47 26.3
4 978.6 56.9 5.81 97.9 961.4 37.6 3.91 96. 1
5 1003. 8 45.4 4,52 100. 4 956.5 42.5 4.44 95.7
6+7 1805.5 89.6 4.96 90.3 1723.1 74,1 4.34 86.2
8 1046. 8 58.3 5.57 104.7 996. 2 45.1 4.53 99.6
9 972.1 60.5 6. 22 97.2 842.17 46. 1 5.47 84.3
10 1213.8 27.5 2.26 121.4 1045. 8 39.5 3.78 104. 6
1 983.2 58.0 5.90 98.3 837.4 48.8 5.82" 83.7
12 921.1 52.2 5.67 92.1 790. 1 49.8 6.30 79.0
13 898. 1 57.8 6.43 89.8 768. 2 46. 2 6.01 76.8
14 820.5 81.5 9.94 82.0 1112. 2 50.7 4.56 111.2
15 639. 6 68.5 10. 71 64.0 1081.9 46.0 4.25 108. 2
16 4636.7 441.5 9.52 46. 4 3650. 9 289.0 1.92 36.5
18 666. 9 44.1 6. 62 66.7 641.0 34,2 5.34 64. 1
20 526.9 18.3 3.41 52.7 574.3 59.2 10. 30 57.4

B/ VRO EMRE : 1ueg/L U=mi/-h: 10ug/D)

Y5 LA EN=5
~ e

W BRELEMEBED 7 =/ — VEITHEE R MR &
L, KbD7 x/—)VE% 4BEOEMREI— N v DTl
L., GC/MS-SIMTERY St hitzRat L.

U= NOMHEMNN 7 ZABOBERMEI— ) v PEFERL,
A BEERBIBERRIIDED TS AF v VBB OE A AR
BIDZLICdD, BEFOMET a7 I TEHELT S EER
TRETVFIVT £/ —)001pe/L, /=) Tx/—01lug
/LE#ERTE, GC/MSSIMIZX 2 ERTIZ, PHERRMEIC
L HREMDOH MR BRIXIC L DL 0D EBREANE <,
REU Y I ZADORKREVRHET, EETREMEOBELRET D
BT, MEEMEE L THEMEOARDBREER TH -
7zo
TV QKRB HVIIH T K ZEREKE LR MENER T, 4
BEOEMMEN— M) v PuFhbBEFOEET =12 70

P

S TMEIIDOWTIIRIFARBINETSH > 2, TR KA
ZARBKE L AFEMEIRERTIR, /27 /), 4n-HtD
FIVT /=), 4n- /)T /= DEIREMENS =, B
BYLSSOBENEVHBNOHERIZDNTIY, MEEER, SIM
20R NS LEDHEE - ORES I SIIRFANBETH 5,

X &

1) RETKEGRZRKATER  AEERSBBECEDES
BEYE~YZ a7V OKHE, KH, K4EEY), 1998

2) mHtEds, WEALE, BEREX (2000): BAERY XFL
BN — R Uy PICE DA HMBEBLANOBRE RGO
—fkft, KEEFRE Vol23, 8592

3) miatkE, FHEEH (1996) : GC/MSICLBKHD Tz / —
IVEDSHT, BRE{LE, Vol6, 363-373.






