i ] R PR AR BRI JE T A B 417, 101—105, 2014

TR

ANy FAR—ZGC/MSIZ &K ZBRAKPDT = 1) > ORESHTiE
BB - KiHEE

Ny RAR—=AGC/MSIEIC L B BREBIKTOT =1  OMEZRSHIEDZIEZ BRI L L TR & otk
HORF E 7o 7o, BB 10mLIZREETT MY DA 2 gZiRINL, INRIEE 80 °C, 20 43y MIfRFE Tl KR
FEP DN, st a2 VG, REBMOERME, BRIH TR, E& FIREXOERE~OUIEIEE
LIz & 2 A, KOHEOKRTIRIZ 0.36 1g/LT, EETRIX 0.96 pg/Lerotz, £z, )l
KIZT =V U ZEINUEINER (n=5) #RKDizEZ A 105 % RSD 5.4 %) Th BEFThHoiz, Aikk
RN TERIR L7Z0)IKICERA L2 24, WEhoRE»L L7 = Uit Eninoiz,

[(F—U—F: 7=V, KEEDORBITMRDEREHELE, ~v FA—ZG6C/MS]

1 [XCHIC

7=V %, e, EEGEIHEDNN TV EERT I
VHEO—FETH DN, KEEWICH LB T &
DV L0272 FSE T, TR 24 4F 3 AITKAE
WOl %E BRI U BEEREFICEMES TV,
BUE, BREEKTOT =0 rOoflEEE L OKERENZY
07— MR RN L, BRI T — N U > IS s
L 7= 2 R IR Y L CGC/MS-SIMEE CRE BT 2 HIEA TR
BNBERENTNDEY, ZOJEE, LB B IRE
WKEPNDZETT =) URMEELTLE D 720, ke
SSH > TH ABBMEEIT OV LSO EE FHEMN
SINTEY ., BLEEEIC—EDORBENLIE L 25,
T=U 20, KT ER D EREFICBITT A &
IR EHER STV DAY, HESREEERT (WHO) oiEFE?
W2 Tl D SRR T TE S, EERs AL E
WEOSHTHEEEA T DAREERH 5,

ZZTAE, BTEAETH Y . EREARLEY
BOHSMITIES HOVHBN TN D~y K A= ZG6C/MS
(HS-GC/MS) % A= 3Tk & Mt L B e i oh
T=DOTHET 2,

2 REBAE

2-1 BRE

7 = U REAEYSH T, SUPELCOSY (2000 mg/LA % /) —)b
RiR) . £t us— FMNEERE L L CCILo T =
Ur=db%, vV VRN, T NIEREYE & L TRDEMZE
T¥EDI-T a T TN A r Y (4-BFB) & HV 2,
HALTFT U U A LREET Y U A, FOYEHEE T RO
PCBRBRA 2, REET MU o Aid, BIRLZ R Rk 3K

TERA R ORMEBREISOET  (T818-0135  KSEFT AT AT 39)

Z AR 450 ET 3 REFEINIBALE LT — X INT
SR FE TS LIZ%RICHW =,

WAL > D BE, FdeiisE TR ORI s A | KEE
b7 R U oA, BEEEFERORIEEL H i,

7F 7K, MilliporefiMilli—-Q Academic A10THy
LIk EHFALZ B~ 7T AHIZT7 =Y vOE—2
NN 2R LT,

FT. O 5540 7L, 105 CT 3 RERINER
SLBE L, 2R FE THH L72ICH W,

2.2 %E

Ny RANR—=ZF— b7 T3, BEREEFTRHS-20
%, GC/MSIZ, BEB/EATRIQP2010-Ultraz AV 7=, JIE
FfE%. £1IRT,

3 BREER
3 - 1 EHFIO®E

HATAIOFEE L IRINEIC X DT O R 25T 572
O, SR OTINEL AT < £ TS THR %
1To7,

Ny RAR—=AZ— M T T O5MIE, A TIOVIENE
A 70 C. A TVINEE A 16 o7& L, ZOMOS:
EGCOFMIE, 1 LRIERE Uiz, EBRFELE LT, (T
JNZT T 7 KE 10 AL, 7=V, T=Ur-d5, AN
EEYEZ 5 ug/LEed LML, HTAEmz 2
Vo 7%y vy SIS CTHEMR LEBICHENR 25 S8
HS-GC/MSTHIIE L7z, HATAICiE, kT hY DAL ZD
fhdF U A E LTHET N AL REBET N T
Ly EBTHNT T AEE LTHEILVY D A AW,
K2 AT OIRIE 2 7~ T,
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#1

~w RAR— 2 GC/MS DIy &t

GC/MS
Headspace sampler

QP2010 Ultra (Shimadzu Co.)
HS-20 (Shimadzu Co.)

Colum Restek Rtx-624
GC Oven temperature 40°C(2.5 min)—35°C/min—200°C(5 min)
Carrier gas He(1.28 mL/min)
Interface temperature 200°C
lon source temperature 230°C
Detector voltage 0.25 kV
Measuring method SIM
MS For quantification For cofirmation
(m/2) (m/2)
aniline 93 66,65
Selected monitor ion aniline—ds 98 71
4-bromofluorobenzene 174 176
Oven temperature 80°C
Heating time 20 min
Head pressure 50 kpa
Headspace sampler Pressuring time 0.5 min
Injection time 0.1 min
Sample line temperature 150°C
Transfer line temperature 150°C
K2 EATAN DK~ DU BT BN ORIRE #5212 b Y v A%, 0—3 g,
Salting-out Solubility e N U AL REET N v A, 0—2g, HHLB LT
reagent (¢/100g, 25°C) v AE, 0—5 gE CALSETRML, JEx 3 Fff-
NaCl 26.4 .
N ° Too ZORERERL IRT, T=Y o —smeE, &
a,S0, 21.9
Na,CO. o7 BEAI DN & 1 572 0 | 4 Al SO & — 2 [
NaOH 45.5 BEWMMEZ Lo — 27 HEOIZL BT OREE
Cacl, A BT HILE U, Mk MY AT, RO & X Lk
D btained fi "Handbook of Chemi " of ref
a) ata were obtained from anabooK O emlstry of reference /\“"C 3 g%‘\t\bu Lf: k % &:;‘ff{\j 3 {% [:0_7 ﬁ*ﬁttﬁﬂ%jﬂ] L/f‘:o
Pl b U Y AT, IR0 & LT 2 R
- EXITH 6.5 fEE— 7 AR N L7,
NaCl NP —

. 0 +N22804 IREET N U U LIE, KRR T VA UVEER RS2,

g o0 * NacO; PR b L B ASpHO A Z 1 T 5 2 & 135

9] 5.0 Y 7

S a0 Z BT, EARBT, HS-GCMSIZ L D1, 4V A F Dy

< .

30 HreKEE LT N Y O LOBRINC LV RERE L <[ k3
20 B2 L EEELTH 2 ORI & AT RO R
iy RThHDHEERLTND,

o 1 2 3 4 5 6 T, pHE TR ORI R L MR T 5 7200k
Additive amounts (¢/10 mL) f6F B Y & A AT L OO CR A1 - 72, KERE

K1 7=V kb3 2 KT H O da AT 2h 5 FRU T AOEINEIL, 0—5 gF TE b, ol
THRRT L7 ik & RIERICHS-GC/MSIC THIE 21T - 7o 53

A2 TR, WA BN STV ISHEV B — 7 [HifH

" FEAMBAN LTz, WA 5 oI, SEURAORE & bl LT

3 60 %970 fi5E— 2 ERTASBIN L7z, KBE(LT b U 74 5g

3 50 BINTIE, R R T L 2gBINE VR 10 ffE—2 1

@ 40 . "

% 30 HEEN A E L Cne 2 8 K0 | pHE HEATIC &2 MR 72 %)

* 20 RICEY T =V 2 DRSOERRREDBD LS I BAT
12 LTWoleZ RSN D, KEE(LT N Y U LA HEHTA
0 1 2 3 4 5 6 ELTHEATAZETT =0 v OREZKIEICH LS

Additive amounts (g/10 mL)

M2 7= AT KRS B U T A DHENTRIR

LT LA LTS, KBRET R U U L, T v s U
TN 2 b BIEREND I AR 7 & REEROEAEIC—E DL
BRNELRD, 20720, THLEORKRFTIE, KRl
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TR U LAOWITEEER LS LR MY v A%
TTAlE LTHWS Z & & LT,

3 -2 NAT7IMBBEEDHRE

T = U 2 ORI A R O KR R oD IR O 2
IRA LTz, EROIFIEIL, NA TIOVMENEH 15 47, %
OMOFEMIFFE1I O LR & L EITAIE LTRERT RV
T2 gEWM LT, NA TIVINENREE X, 80 CLLEIC
MBS 2 LRI T D HEIC B A 5252 LR
ZHNDH=H, 50 T—80 CETELIEDLZ L E LT,
WEX, 3 ETo7=, FEREXS ITRT,

T=Ur, 7= r-d5d B2 80 CETHOIRED LFIC
o TE— 7 RGN LTz, 4-BFBIX, B — 2 EREANIE L
AEBL Uiehrotz, 7=V 0%, By 184 C L fhoik
T L BT 2 LV, FOODERIZT S 2 E TR
FHZBAT LR R Z el E NG, LR LY
INEMREEIL, 80 CL L TURMOMEEITI 2 & & Lz,

3 3 NA TILmEEEEOBRE

SNA T NVINERIED 80 CORDT = U > ORI /L
DT AR ORF 21T o 72,

EBROFIEIZ, A T AMBERLAIRT OLED
L. RIS LTRBT MY U LE 2giRIML, AT
VOB A 10—30 43 E T b3 E 7, HIEX, 3 [
1Tole. TOMREEKL ITRT,

JNEARER] 10 23 CWHICEE L=, F72MEREE 10—25
HTEHT =Y, 7= r-ds b bITE—7 mHRENMEE A
EE L oT-3, 20 3D EEOT =Y O —7H
BOIEL DX I/NE o=t A TIVMEBWER % 20
& LT O & FEi LT,

34 BRER

2 1 OFIEREG A X ) — NV THRR LR, 7T
ZARIZEIL, 7=V »»1, 2, 5, 10, 20, 50 ug/L& 7
LEDICTE L, Y a s — FNNEEYE L, 7=V »-db
25 ug/ly VU UUANSSL T NEEREYEIL, 4-BFBAS 5
peg/LE72n X omL ., EhrAlE L TR MY U a%
2 g WINLT-, F7-LiD -0 — 2 ifr#l & L TRV
LD FNY UL 3 g Z#IRIMLIZbDERIE LT,
IREET BV U AR E LR L TR LNSIMZ 1
~ T A%KS IR T, Zuv T A, BEOY
EERDIORE—TITR LN 0T, EELT Y
T LEERAIE L THES ET =Y D 1 ue/LOS/NELR
10 IZifcZe o el MU U LMEHKRIZIEL, 2
pg/LEREMRO TIREE LTz,

REET N U U LB LIZBEORERZX6E (TRT, Bk

4.0

3.0

2.0

Peak area ratio

1.0

50 60 70 80 90
Heating Temperature (°C)

3 T = U ACKIT BN T NIEMELE 0 B

1.2
1.0

0.8

Peak area ratio

Heating time (min)
4 T =Y ATHT DA T OVINENERR ] 0 F

(:1.000)

7%93.00
60166.00 Aniline, 1 pg/L

65.00 /

““““““““““““““““
(x10,000)

98.00

2.5 P

71.00 — Aniline-ds, 5 pg/L
2,04
1.5
1.0
05

L B \\

(x100,000) 62 63
20]174.00
,01176.00 .~ 4BFB,5uglL
6.0

Retention time (min)
M5 EAEEKETOT =Y, 7 =1 -d5, 4-BFB ® SIM 7
o~ 7T A

12.0

y =0.9857x + 0.0371

o |
g 100 R2 = 1.0000
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6 FRERR GEHTA : KR R U L)
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%3 IEE oM TIRE (IDL) & OVE & T IRE (IQL)

F4  SHTEEORH T ERAE (MDL) K OVE & T FRAE (MQL)

TS 4 7= XSWEL T=)v
HhF A NaCl NasC0; 1A NaCl NayC0s
R (ml) 10 10 FUBHE (nl) 10 10
IR (ng/L) 2 1 B (ng/L) 5 2
ol R 1 2.67 1.19 (GES 1 4.69 2. 60
(ng/L) 2 2.53 1.01 (ng/L) 2 4.78 2.35
3 2.93 0.98 3 4.93 2.37
4 2.82 0.98 4 5.16 2.32
5 2.66 1.00 5 4.94 2.48
6 2.51 1. 00 6 5. 04 2.38
7 2.51 0.96 7 5. 14 2.41
8 2.72 0.97 8 4.89 2.52
EEIE (ng/L) 2.67 1.01 FEIfE (ug/L) 4.95 2.43
TR 0. 1531 0.0749 T e {72 0. 1641 0. 0960
RSD (%) 5. 74 7.41 RSD (%) 3.392 3.95
1DL (ng/L) 0.58 0.28 MDL (ug/L) 0.62 0.36
I1QL (ug/L) 1.53 0.75 QL (ug/L) 164 0.96
IDL=t (n=1, 0. 05) X 0,y 1x2 IQL=10X ¢,y 1 MDL=t (n=1, 0. 05) X 0 11 yx2 MOL=10X 0,y y

£(7,0.05) :1. 8946
0 v1, 1+ IDLE O 72 8 ORI E fE O R AR 7

#£5 T =U L OERINEINEERS R

o s AR RME o RMBE EE Lo RSD
AR TG e PR Ty e RRRE )
P 10 S 5 A - - -

Nacl DA 10 100 5 10.4 103 0.762 7.3
NayC0, Ik 10 il 5 Akt - - -
10 100 5 10.5 105 0. 564 5.4

Fer U U LAE, 1-50 ug/LTRIGREREZ R L, B
fEF R U T A1E, 2—50 wg/LOMTREFREREEZRL
7o

35 BRETRELEETRM

LB FRERAE DO T & (CFRL 20 4EEERR) Vi
S, EBOBETRM (IDL) MOVEE TIRME (IQL) %
RdT-, ERFEIL, lpg/LERb L5127 =V &R
LI=7 T v 7 KSR E LCRBET R Y T A 2 g2 TR
LHS-GC/MSYAIZ LY 8 [EIIE L, IDLEIQLARIH L7z,
Flo, 7=V CORESY 2 pg/Le LHEMNANCELT MY
T3 gEIRIMUERRICHIE Lzb o L tig Lie, Z 0k
RaFR3RT, REET N U LAEZENTANCER L2546
(\ZIDLIX, 0.28 ng/LTH Y, IQLIX, 0.75 ng/LEipoiz,
Fio, TR E LTk MY U AERER LA, IDL
I, 0.58 pg/L&7e | IQLIE, 1.53 pg/LTh otz

S HITHHNEORH TIRIE ML) R OVESR FRRE ML)
DIRFHNEAT 27z, BN TEOK LIZ)IKIZ 2 pe/Lé 72
X207 =V A BIMUREST MY UL 2 g2 IRINLT
HS-GC/MSIEIC X 0 8 [BIfIE L, MDL EMALZ B L7z, F7=,
T=UCOWREE 5 pg/Le LHENANE/LT R DA 3 ¢
U LURERRICIIE L2 b0 Ll U=, 738, M L7z
JIIKIZ, Z7a~ 77607 =) OE—7 RN &
R L, EREFRL RT, KERT MU U AERENT

t(7,0.05) :1. 8946
0 o1, MDLELH O 7280 O ) i O e 7

(x1.000)

93.00
66.00
75165.00

Aniline

<|‘oo‘coo: oo e T
604174.00
176.00

4-BFB, 5 pg/L

T T T T T T
5.6 5.7 58 59 6.0 6.1

Retention time (min)

X7 AR OT =02 7=V -d54-BFBOSIMZ 1
~ 7T A

FNZAEH L7284 12MDLI, 0.36 1 g/LToH Y . MQLIZ, 0. 96
wg/Lelgode, Filo, WAl LTHALT MY ULzl
M U7=8E 13, MDLIZ, 0. 62 pg/L& 72 Y MQLIE, 1. 64 ug/L
ThHol,

3+ 6 7=V oOFEMENHER

R BN TR L7Z3RDIK 10 mLiZ 10 pg/LE 725 &
JT=Yree S —NAEEREE LTTr =Y -db
M. 5 pg/l, YU PRSI NEEY)E & L C4-BFB
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25, 5 pug/LED XU, HS-GC/MSIZ CTHIE LIk
MNEIGRER (n=5) %17 > 7=, HATANT, ST FY DA 3
g XiFxEF MY v A 2 g ZFEHL, ZNFNIZHONT
HEZ T o7, FEEE2HEE \TRT, WPhosE b EIR R
PIEIE 100 %& 720 BiF CTh oz,

3 -7 ERERRMIIKFO7T=Y>ORIE

AlEfat Uz Tk CREMIBENORIA (9 H#if) 23
ELTZEZ A, EOREINL LT =D T S ho
oo WIELZSIMZ i~ 7T 2O—F%KT (28T, &
#BEETOT =) COFERHERNS D Z LD EE P
DT =V ORESHEORBEERFTT DL TETH D,
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Rapid Analysis of Aniline in Environmental Water by Headspace GC/MS

Toyokazu KOGA and Yoshiteru BABA

Fukuoka Institute of Health and Environmental Sciences,

Mukaizano 39, Dazaifu, Fukuoka 818-0135, Japan

A rapid determination method for aniline in environmental water by Headspace GC/MS has been developed. The sensitivity of

aniline highest when 2 g sodium carbonate was added as a salting-out reagent at 80 °C during 20 min of heating. The method

detection limit (MDL) and the method quantification limit (MQL) were 0.36 pg/L and 0.96 pg/L, respectively. The average

recovery was 105% (n=5, RSD5.3 %). Aniline was not detected in river water sampled in Fukuoka Prefecture.

[Key words ; Aniline, Environmental quality standards for the conservation aquatic life, Headspace GC/MS]
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