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Study for Simultaneous Analysis Method of polycyclic
aromatic hydrocarbon (PAH) in Water by GC/MS
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Toshiyuki Yoshioka, Hiroichi Fujiwara, Shinichi Yamabe, Toyohiro Urayama
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TNVF T VT v e SR FERILKE (PAH) OKREGHEZRE Lize ATLBLF 3L, ~F3 Vil 2170,
SUITFNA—=TF) v IV HTATHBL, GC/MS-SIMBIE %17 -7z, METO#ER, B TFRAEX 0.069ng/LE 720,
BER DT HAT 100 R L O BT DTN TE 720 IRIFERERB 2T L2 2 A, LA EDOHEF
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[Key words : Fluoranthene, PAH, GC/MS, Simultaneous analysis]
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BREHOREDOIRIZED TW5DH, 4, R 22 £
LA BIS ERATETINE T v 7 v OREGHEIC
DWW L7z,

INE ST VIZPAHO U DT, HEEWEORE
IR X D AR T B0 FERFERE, ALHBRERHET
AENRD Y, KEFORAEIIANT 7200 ALA D 7280 DEEH
T HIEE SN TV D, BB 2N L 72K 15 4F
BERRAR T, 38 AR ML AT TN CT TR (B T BRAE
13ng/L) TH -7 ",

BAOGHEE LT HREHBSREY =27V
BUSICPAHOGER DY, 7Vt T v 7 v O HER
H TP 10ng/LCTH D, LrL, SHoHERET
M 0.6ng/LTH Y, & 5% 5 HEELIRD Sz,
AR D GHTEE BEICAF Y AR ) A v s —

MUy VTR L, GC/MS-SIM ll5E 3 5 5Hr i % Wi
L. BEAESHTERC HER T 100 5 BLE o> e R FEE 4047 5 i s
FENLCE 2O THIET S,
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21 A7 0-RURRETRRICE T &5

SlBE Lot 7 — 2K 1ITRT,
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DWTHE 21T o 720 T TEEAF Y L IT X B4l
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Ty TE, YIUATFIVA—=IN) v T ATAETRY) D
H—=11) v IhTACOCTHEYEOEN Y — %
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2.2 GC/MS DHEIEZH

LG L7 GC/MSOMlE&RMFEZEK LI, E=5 —
A+ v ERE2ITRT, WENEWEIL, 2ROF 75 L
YHLE6ROIAT ALY ETOWEL L, dED D
DWEIE V=T v TANAL 7 2 EEREE L, AR
R WCYPRIIREER ISR N2 ) = Ty TARL 7 %N
it L LCER Lz, YV Y YA ¥ (p-terphenyl-
did) ix, 7V =27 v TR, 7 OEIROFHIH
W7z,

2.3 RV —Z 2 THBRROREMEHEER
ALY BB R A TGO T-5 1 & CEM 20 4F R ”

WZHED X, BN Y ) —= v FERER R ER L 72 R
WTFEBK % H W CpHS & pH7, pHI Db D ZE1EH L
SRR DOWEEED 01pug/LIC % 5 XD ZHRIML, 1K
BT Hg (WA L ORI SPRAR) LSS v il %
vy, GC/MS Tl L7z,

PRAFPERRER L, KIS G E D EEAS 10ng/L I
%5 EOZEMU, mIMEA LT HER 14 HiR, 1 7
A CEBEFTICEE) ICAF 3 i 247w, GC/MS Tl
E L7
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TRfE

F1 GC/MS DEIESRM

(GC/MSEH)

GC/MS :GC: Agilent7890, MS: JMS—-Amsun
ERASL :DB-17MS 30 mX 0.25 mm X 0.25 £ m(J&W)
hILRE :50°C (2 min) = 20°C /min = 120°C (0 min)—7 °C /min— 320°C (17min)
EANRE :280°C

EAFE (AT YRL R (IN—TBAIAEERE 1 .5min)
FAE 1 uL

Fr)F7—HR AL 1 ml/min (EFRE)
AUB—TJ1—XBE :240°C

A+ ViREE :210°C

1A LEE :70eV

BHE—F :SIM

R2 EZH4—1+4>

P=VT9TANAY

FEE MR BT 546 (IDL) J OVl &
JEOBME T (MDL) & & TR
(MQL) (&, fbP B BR5ei; 4 I g
WA O T & CEIK 20 4EEERR) 212
Beo TEML7zo IDLIX, HEHiic
FI B SR OREHE & 7 [l D)
WLGHTL, 145 N7z llE ok
7% HwCTHM L7, MDL &
MQL&, I (CH-TFH) OKRER
Bro 7Vt T 7yl Ehn
72728, FEBEURTEHEMR L 22308 (G

PSE 37440 EEBMUQ BRIV Ay ANAD EEBATUQ)
Naphthalene 128 127 Naphthalene-d8 136 JN7K 0.3L + K5 BIK 0.70) % 7 fE{EK
2-methylaphthalene 142 141 L. 547 0 — 1256V ETALER 2 F
) - i
1-methylaphthalene 142 141 2 1 AL K
Acenaphthylene 152 153 L7 f(ﬁ, GC/MS il ﬁf L, Lgr b5h
Acenaphthene 154 153 Acenaphthlene-d10 164 S T 3t =
rTI—— 166 65 72 SE AR O BR AR 2 & VTR
Phenanthlene 178 176 Phenanthlene-d10 188 L7
Anthrathene 178 176
Fluoranthene 202 200 Fluolanthene-d10 212
Pylene 202 200 = = - .
25 ZHNENEER RV KEHRBD
o-terphenyl 230 229
m-terphenyl 230 229 B
p-terphenyl 230 229 p-terphenyl-d14 244 .
Benzo(a)anthracene 228 226 Benzo(a)anthracene-d12 240 WKE, 8 ( CHTHE) DK
Chrysene+Triphenylene 228 226 Crysene-d12 240 AR IL IS % 2ngiim L
Benzo(b)fluorenthene 252 253 ) '
Benzo(k)fluorenthene 252 253 Benzo(k)fluoranthene-d12 264 HE AL K S 0 o AR SR 1L (A 2t
Benzo(e)pylene 252 253 Benzo(e)pyrene-d12 264 Fr i S Cep
Benzo(a)pylene 252 253 WHE % bng WML, 978 —I26E
Perylene 252 253 WHTILEL % 92 L 72 %, GC/MST
indeno(1,2,3-cd)pyrene 276 278 indeno(1,2,3-cd)pyrene-d12 288 N
Dibenzo(a,h)anthracene 278 276 HW7E L7zo
Dibenzo(a,c)anthracene 278 276 F 7=, IR O RAE K SR
Benzo(b)crysene 278 276
Picene 278 276 (R 22 410 H~ 12 AR % 5
Benzo(gh,iperylene 276 278 Benzo(gh,i)peryrene-d12 288 s ~ -
0 =N
Dibenzo(a,e)pyrene 302 300 MrL. SRR OB O A& R
Coronene 300 302 Coronene-d12 312
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INEFVTY y = 0.9907x + 0.0064

R2 = 0.9998
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9 8o /
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4.0 /
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0.0 /
0.0 20 40 6.0 80 100 120

MR
X3 HMEIR: 7ILA7>F7>
04— MIE 10.0ng/mL
WNERMEEEEER 0.100 ~ 100ng/mL

INETVTFY y = 1.4018x - 0.0012
R? =0.9999
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0 A S 231 0% DO M TTexBmL
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L
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& S
e &P R
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LC—Florisil(1g)

® f15:50% DCM/Hex5mL

mr4:20% DCM/Hex5mL

" r3:10% DCM/Hex5mL
@ £ L&D ¢ O L L0 9

F & FS TS & F & & &S 959

¥ ;&\m‘&wa‘}g @wvé‘ Q;?ﬁ\@ @ %\w 4,‘0 & @ mfr2:5% DCM/Hex5mL

mfrl:Hex5mL

M9 ZAVIINAH— Iy I HTLDBEHINZ -

K3 PEBEIT) -2 THBRER

MHRE IHERER  THRBRERDEREFE®)
weh " ommmw & ol
Naphthalene 102 65 67
Acenaphthene 93 71 56
Phenanthrene 96 74 0
Fluoranthene 97 82 82
Pylene 94 82 53
Chrysene PHS 100 81 77
Benzo(e)pyrene 94 80 64
Benzo(a)pyrene 102 80 1
perylene 100 78 3
indeno(1,2,3-cd)pyrene 111 81 67
Naphthalene 102 69 68
Acenaphthene 92 74 61
Phenanthrene 92 79 9
Fluoranthene 94 84 83
Pylene 94 84 31
Chrysene 01 PE7 o8 84 7
Benzo(e)pyrene 89 84 58
Benzo(a)pyrene 88 84 6
perylene 86 82 10
indeno(1,2,3-cd)pyrene 92 82 58
Naphthalene 100 69 60
Acenaphthene 92 75 60
Phenanthrene 92 81 25
Fluoranthene 94 86 83
Pylene 93 86 8
Chrysene PHO o8 86 7
Benzo(e)pyrene 87 81 49
Benzo(a)pyrene 91 77 7
perylene 89 72 13
indeno(1,2,3-cd)pyrene 96 67 72

33 ANV -2 THBRRUREMS
BRiE R

GIRYEAR 2 ) — = v 7R R 2 £ 3 IR
To WHNTGHEIRDSNTWEHIE, 7=
FUhLY, KLy, RyV(@QELYy, XY
Ly Thotze ZD720, WEHRI &l
B THRTLZERT L2LESDH Y, BRI
R KREHIIB B IR L, BT TR
THEIE 7 v T HEIRBE T T A O
HuEFELwEEZ N,

AR RERA4IRT, WHEET
FIZEASRERLIR SN 57225 14
A2, —HMoWwE (7F 7510y, XY
V@YELy, RYLy Ryv(e) 7)) ki)
THEIEDPEL otz L s, AR,
2B T B ENLET L VWEEZ S
Nize T2, F 7% L VAR B A m
A5200% % MBE L7 s, EEERNTHOI
VEIR—TarBhbEEZLNT, MERE
Bre LTIV QAKILZHEHIEE (Y7 o0 x
5 UYROANFHY) LzbotERGFOL D%
SN L72E A, WBRE L) QKOS 7
1L 13 03ng/LARMTH - 7228, HEJEED I
YQARDF 7% L i 24ng/LBI SN, FEER
FEHTOFT 72 L HEREPERI N, L
MBoT, TI78VIEGHTLEAIL WE%E
PAFT 22 EIERFE LR, BEHIHNTS
VEDHDHEEZ BNz,

3.4 IDL XU HriED MDL & MQL
IDL J2 " MDL, MQL %35 Z/"9, IDLIZ
0.044ng/L, MDL % 0.069ng/L, MQL X 0.18ng/
LTHhh, ZREKEL 5L TE B 50k
FHRETLIENTE

35 AHNEYRGEE

TN EDIGRBR A % % 6 1R o HiEK o [N
AL 90 ~ 122 %, I AK o [l IE 1F 96 ~
124% & BIF R AR TH - 70 BRI O A
NIKIZIE, EL Y X OBREOL 2 WIE D
Beh S, K & D K O W EATE W T
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For— bomEIEIE, 64~96%THD,
HREMEOEVF 7 57 L v -ds IZEIEREATEA >
72

2338 K38 0 SBHR IO 2 % X 10, 4T A
RERTIORT . AN, PR 224510 H2 5
12 HIZHRICL 72 KB R 2 R L, K
2344 R ERAT> 720 TNF T VT VI
LR2BFRTr ot sh, KHEPo7D
GBI T 14ng/L, & DD - 72 DA
J5AE (B R) T0.63ng/LTh o720 HER
DHHHETIIRITE 2> ARRETIED 2
B, TNET T NS FE EE R, SR
SN, JRSBBERICAEL TS Z LS H
tpol, TOMOPAHTE, 7xF Y L
YREL VLA ITRTORL» LML SNz, &
B, 775 L UH06~ 35ng/LBH Sz,
PRAFEE FRBR DA e & FEERE N O DG Y%
ZAONL7z0, KAFHIRIGE, BEHIHNT
LUENRD D EEZ BN,

4 &

TN T VTV EELESRGERRILKE
(PAH) DKEGHEIZOVTHRETL, KO
a7,

1) KERBILEANFF HHL, sy
WA= )Y I HTLEATI)—=T T
%, WA 1mL & L, GC/MS#E:THlE
¥ % Jj #: TMDLIZ 0.069ng/L, MQL &
019ng/ TdH o 720 BEADHITHEIZHIKL
THIRAZ KIBIC TIP3 2 &5 TE, B
SRR DT VA T T v ERINTE B0
AN T & 720
MG OKE R, TVt T VT v ad
L PAH S 29 WHEDS—FH M T& 72,
TNF T T AN HREIRD Sk
Molzlt, 72F Y L yReRYY (a) ¥
LY, ¥Lr, XYL VSR
O L, PAHORIKEGATRIZIE, AR
U &l 0% TR CRIVRZ R 5 20
b o7z,

3)

40 FEURRBREt2-FR%R

x4 RIFEARER

AIKIZ RN Bk 1H#% 148% 1-7A#%
Naphthalene 124% 208% 187% 143%
2-methylnaphtalene 120% 102% 108% 55%
1-methylnaphtalene 109% 98% 95% 56%
Acenaphthylene 104% 89% 76% 17%
Acenaphthene 103% 83% 94% 63%
Fluorene 112% 102% 105% 74%
Phenanthrene 100% 85% 102% 67%
Anthracene 107% 102% 94% 39%
Fluoranthene 101% 90% 90% 89%
Pylene 101% 88% 94% 82%
o-terphenyl 86% 78% 79% 58%
m-terphenyl 106% 96% 93% 86%
p-terphenyl 111% 103% 101% 90%
Benzo(a)anthracene 104% 93% 97% 41%
Chrysene-+triphenylen 97% 89% 85% 81%
Benzo(b)fluoranthene 97% 95% 101% 84%
Benzo(k)fluoranthene 91% 92% 82% 78%
Benzo(e)pyrene 105% 95% 103% 91%
Benzo(a)pyrene 118% 75% 95% 10%
perylene 97% 74% 65% 2%
Dibenzo(ac)anthracen 93% 76% 96% 26%
indeno(1,2,3-cd)pyre 103% 87% 96% 63%
benzo(b)crysene 109% 81% 81% 0%
picene 112% 76% 89% 74%
Benzo(ghi)perylene 99% 94% 102% 60%
%5 IDLRU'MDL, MQL

_ IDL SO faug i IDLERSHE LA
R Nl ~ o el
TNA T T 0.044 1 1 0.044
AU kiR MDL MQL
R ® (L) (ng/L) (ng/L)
TNFZF T 1 1 0.069 0.18
: |
| \ ,
\ e "
L ‘_; ‘
\ \ )I / v
i \ ki ﬁﬁg — f
o A e A
\ \ ) Iy
3 \
\ r \ v S
v \ J
1 T v | .l =|
TaE || (Al
Ne) SRIE =
W BlAE ZHFIE
R 2y AN
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A IEHA ‘.T ‘ KSR BRM
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{ BRIE
10 FFEHRBUt S



6 AINEINHERIER

8K |x #ar—k AR Ak yor-b
#AmM  (L+ong) [ERE BRI (IL+2ng) [EYRER
Naphthalene 9.0 107% 63% 2.9 103% 64%
2-methymaphtalene 3.9 120% 0.99 124%
1-methylnaphtalene 4.3 121% 1.0 112%
Acenaphthylene 1.3 105% 0.37 106%
Acenaphthene 7.1 101% 89% 0.36 104% 81%
Fluorene 1.7 103% 0.27 98%
Phenanthrene 3.1 100% 87% 0.76 103% 84%
Anthracene N.D 103% N.D 96%
Fluoranthene 1.3 99% 90% 0.48 110% 89%
Pylene 0.78 100% 0.27 108%
o-terphenyl N.D 95% N.D 101%
m-terphenyl N.D 100% N.D 108%
p-terphenyl N.D 103% N.D 107%
Benzo(a)anthracene N.D 102% 105% N.D 105% 94%
Ch +
Ysene N.D 90% 105%  N.D 106%  94%
triphenylene
Benzo(b)fluoranthene N.D 92% N.D 104%
Benzo(k)fluoranthene N.D 98% 104% N.D 100% 95%
Benzo(e)pyrene N.D 92% 97% N.D 107% 93%
Benzo(a)pyrene N.D 106% N.D 96%
perylene N.D 93% N.D 97%
Dibenzo(ac)anthracene N.D 90% N.D 99%
indeno(1,2,3-cd)pyrene N.D 106% 109% N.D 100% 96%
benzo(b)crysene N.D 119% N.D 100%
picene N.D 122% N.D 102%
Benzo(ghi)perylene N.D 97% 103% N.D 100% 94%
dibenzo(ae)pyrene N.D 101% N.D 103%
coronrne N.D 93% 105% N.D 116% 93%
K KGR n=6FH1BE)
FIK BN ZHFIEO=6THE)
|ERMn=2FH1E)
xK7 AHBAKBEOAMER
IEEIEER JBIIKFR HHIIKFR B EIIKR BRIIKR REH i3c]
e/t ARG TR TZAC BSE ZATE BERE  SUME  SRIE WoEE RBIE ML e
Naphthalene 1.2 0.74 0.73 0.62 0.66 0.67 0.66 0.60 0.65 0.62 0.65 35
2-methylnaphthalene 0.73 0.69 0.71 0.68 0.69 0.69 0.67 0.69 0.69 0.71 0.71 1.3
2-methylnaphthalene 0.80 0.76 0.69 0.69 0.71 0.73 0.70 0.69 0.70 0.70 0.68 095
Acenaphthylene N.D N.D N.D N.D N.D N.D N.D N.D N.D N.D N.D N.D
Acenaphthene 0.35 0.22 N.D N.D N.D 0.21 N.D N.D N.D N.D N.D 045
Fluorene 0.65 0.64 N.D N.D N.D N.D N.D N.D N.D N.D N.D 0.85
Phenanthlene 0.63 0.84 0.38 0.39 0.40 0.63 0.39 0.41 0.38 0.44 047 0.79
Anthrathene N.D N.D N.D N.D N.D N.D N.D N.D N.D N.D N.D N.D
Fluoranthene 0.63 0.72 0.74 0.70 077 0.64 0.66 0.79 0.84 0.94 1.4 1.2
Pylene 0.67 0.67 1.4 0.68 0.69 0.68 0.92 1.4 15 1.4 1.8 1.2
o-terphenyl N.D N.D N.D N.D N.D N.D N.D N.D N.D 0.67 N.D N.D
m-terphenyl N.D N.D N.D N.D N.D N.D N.D N.D N.D N.D N.D N.D
p—terphenyl N.D N.D N.D N.D N.D N.D N.D N.D N.D N.D N.D N.D
Benzo(a)anthracene N.D N.D N.D N.D N.D N.D N.D N.D N.D N.D 0.83 N.D
Chrysene+Triphenylene N.D N.D 0.60 N.D N.D N.D 0.58 0.63 0.67 0.69 0.82 0.68
Benzo(b)fluorenthene N.D N.D 0.45 N.D N.D N.D 0.44 0.54 0.64 0.71 1.16 0.69
Benzo(k)fluorenthene N.D N.D 0.42 N.D N.D N.D 0.41 0.44 0.46 0.44 058 045
Benzo(e)pylene N.D N.D 0.36 N.D N.D N.D N.D 0.44 0.50 0.49 0.92 052
Benzo(a)pylene N.D N.D 1.2 N.D N.D N.D N.D 1.2 1.2 1.2 1.4 1.3
Perylene N.D N.D 0.68 N.D N.D N.D N.D 0.74 0.73 0.74 0.95 0.75
indeno(123cd)pyrene N.D N.D N.D N.D N.D N.D N.D N.D N.D N.D N.D N.D
Dibenzo(ah)anthracene N.D N.D N.D N.D N.D N.D N.D N.D N.D N.D 1.4 N.D
Dibenzo(ac)anthracene N.D N.D N.D N.D N.D N.D N.D N.D N.D N.D N.D N.D
Benzo(b)crysene N.D N.D N.D N.D N.D N.D N.D N.D N.D N.D N.D N.D
Picene N.D N.D N.D N.D N.D N.D N.D N.D N.D N.D N.D N.D
Benzo(ghiperylene N.D N.D N.D N.D N.D N.D N.D N.D N.D N.D 1.6 N.D
Dibenzo(ae)pyrene N.D N.D N.D N.D N.D N.D N.D N.D N.D N.D N.D N.D
Coronene N.D N.D N.D N.D N.D N.D N.D N.D N.D N.D N.D N.D
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4) 775 L VIR ERBRE N TOE el S
N EBIHT LT E R SR wZ AW L 72,
ZOMOPAH I 2 HHE, LETHo72,

5) RAFKERE % OH L 726 %, BHEFEOPAHD
ng/L THH Sz,

B, AW EREIAE RO T 22 AL Y B
KR RERR AT & HE L CHEMEL 72.

X ™
1) EHRHAHHE OBRBRIIZOWT « B4 HP

42 EURREBREt2-FR

3)

http://www.env.go.jp/council/09water/y095-13/
mat06_3.pdf
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1997
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