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Analysis of musty odorous compounds by HS-SPME (1)

Tomoko OGAWA, Junji NAKANISHI, Rie YOSHIDA and Chika IWASA

Tokushima Prefectural Public Health, Pharmaceutical and Environmental Sciences Center
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REORAIECERFRYETHD 2,46- bV 7T =Y —/L (LIF ITBA] &5, )

—/)L (LT ITCA] &, ),

=
H

246-F) smuar=y

VHARAI VKRR 2-AF A VARNLFA =L (BT IMIB] &9, ) 1220,

~y RAN—Z-Ef~ A 7 2l (BUF THS-SPME] &\ ). ) EEF AW EREFROBAEICHEA TX 5HHE
INTEERFT LT & 25, BRFRBEBHREOFIMELZSEL LN TE, 7XTCod CR2FEYE CRIBED E&
WAREL e ofe. 61, WERFERMBEOBRII LD REFEZE LIE T VERIZBWNT, BUBE LTHNY
ToREE~OB R Z R L, RMORBREEHOREL L TADTHDLZ L 2R LT,

Key words : ~ v KAX—Z_[EHfH~ A 7 a2l HS-SPME (headspace solid-phase microextraction) ,
246-F 1V 7oy =Y —)L 24 6-trichloroanisol, 2,4,6- 1V 7 1E7 = —)L 24 6-tribromoanisole,
UA A IV geosmin, 2-A F LA Y HRILFR A —/L 2-methylisoborneol

I [FL®IZ

BRORENGEL, RHTEFEOZERLICE, 1EHEE D
[BEDZR4E - 0] T HBMNERmE->TWD. 295 Lk
T, HWE RSOV TH R FELNTEY, kR
RITH LR R ILARE2 RO N TNDH EZATH .
FELNHEED I L, FIZ—EDEEEZEDTWEHD
DEMOERRTHL. BREFRWEIL, MO TRRETHA
DREAITE D HONEL, EREBROBNLZH L0, FE
FDTDITIE, —MIC BB &L DS
KEZAEEL D bR CRBE R WA EEND.
UL, EEETTIHEBEHEEZE D Z L3Rz,
FEMZR R ENEZ < 7o, BEEERFORESYIEL LT
T ATRE /AT EOMSIIZIE, FRERZ O ONBIRTH S .
INETHE XTI, FEHEEORbEVHEREIC

DUNT HS-SPME 5% AW DR HHEORR 21TV, BE
EERORE L LTAPTHDL Z LA LC&= Y.
Fiz, wiRY k0, bR E N ENR N CRIFRYE T
&% TBA, TCA, YA A3, MIB & L, HS-SPME i£%
W HHEORE A AT- TE 2. A ERE, ABTBN
ERRENCE DENEE  (FREIRIE) AMhoREWE & H~T
HIEFIARN 20, REFAFREORAIZIBNTIE, MEEEIE
F TR TE 2B OITENWETH S, AR CIE, 7&
BAKTIZRT 2RABHEDOERNFTRETH Y, M ORMH
BUENR DN D OWEA LT 5 Z LN TE T

AT, BBHFICRIT 5 EROESZHE L, BAT
DERDOZ N R OFEFICOWNT, EBIEO E RO TS
et L7,

7, AERFRWE OB LS REEEAEE LT
FIVEERREHAPHI DN T T2 720TC, T 5.
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I A&
1 B
AR GEREFR, Eikiks o~ 7T 7 —HERK)
IRTNT F—F—, KRR
AR, 246- 1Y 7 aET =Y —/L (Sigma-Aldrich f,
999 %) , 246-tV a7 =y— (FEeEBR TR KE
B, AR I AR (PR TR, AKERERA) |
2-AFNA Y RNFA—AERES (OB T, KEAER
) AW
FEER S mg AT 2 —/L 5 mLICYARE L, fEHERE E LTz,
EHERIRY, SEERIRAIREG L, =8 ) — /L CRRLCH
w7
& =g, BRI GRRREGAER - PCB M) %
FAV.
3 kE
GC-MS/MS : TSQ Quantum GC (Thermo Fisher Scientific %)
BB ALERE : COMBIPAL (CTC Analytics %)
SPME 7 7 A »3— : 65 yum PDMS/DVB  (SUPELCO #)
INAT IV 20mL ~y RAR—ZAHRATZ U 2—31 T
(GL Sciences £)
4 SHEE
(1) GC-MSMS
775 2 HP-5MS (30 m x 0.25 mmi.d., 0.25 um, Agilent %)
#17 LIRE 1 40°C 3 minhold) —10 °C /min—100 °C—
5 °C /min—150 °C—25 °C /min—
300°C (7 min hold)
AL :230°C, A7V v b LREA
X U7 —H A :He, 1mL/min
A A UPRIREE < 200 °C
NIV RT 7 —F A AR ;260 °C
HIEE—F : Scan (m/z40-350) , SRM
(2) HEEAZLER
HhH < 80 °C, 20min,
GC #EA : FEADTC 3 min ZEERE,
Ty A= Y—=27 1250 °C, 104y EBiEEL)
(3) WESM
A C R ZRET 55045, £ IO
#1 T RA—H

5 HEMRME

AL 2mL % 20mL 231 TUUIRD R, BEREETR A 20 UL 7R
DUk LTz, ARl L7 ot RN T A B E AL
& COMBIPAL % Fi\"C, HS-SPME % THiH L, GC-MSMS
THIEEAT ST

m #%R

1 EREFEREICKT HECEE
(1) FAEEOHILHCEBT D EBEOEED A

REEERAEICBO T, BRABIEAHE CE 5 0ER B
DTz, WAL ORI 247 E RIFIRWEOE & TR
R, BEOHRTRBIENEEZ SNDAKICET D
BiE CIT MRl 0k) 1 &vwo. ) 99 Lk,
7d, TERTREDL, &0 CRERWE% 0.1-50 pg/mL &7
SSBTIRREEIE L, SN EE2S 10 DA & 72 2 f/ NI A58 4R
L7-.

MRER2IRT. B, HOEDIL, LR, AR
DIKOFER BB TRT. FEITBIT 2 ER TIRFEIL T
THRERE OK) RETHY, HEBEORIENTTRETHD
ZEHEBILIE. LanL, RIS OWTIE, AR I LIS
T, EETRESHRARE OK) 2 LE2FERE kol

2 ERTRME L MREIRE

EETHRME (ppt) TEnRaE k)

k&4
S ek 31, (ppt)
TBA 02 05 50 1
TCA 0.1 0.1 2 1
TAAI 0.1 0.1 5 10 (EEKkH)
MIB 2 5 10 5 (BRBlKH)

RT ERA A CE WA A CE

L N (V) (m2) V)

TBA 342 20.81 1432>62.2 16 344.4>329.6 6
TCA 210 15.68 212.3>169.3 24 2123>1974 14
UAAIY 182 17.25 1122>972 10 182.5>112.3 6
MIB 168 12.26 150.4>107.3 12 1504>1354 8

*BESERTI, ppt A—F — L DR TH D20
B/NBEE (ppt) & L7-

LTI E OK) DA TE R olzlzs, 43T
B HmBEE CUT TREBEE G5 1 &), ) &
FL7-. BEHHEE, BEREIRECE S BAEREZNET
DRTHIEEE LTERASI TS T=A0ES T 5 2 2k
O) ZHWE ([®1) . REREICARE L SR 6 41,
H ERRRE AN U EEHE 3 207 F 2 aipHisR s
W, EFEES 14 LD E TRIEEHE L TR VIRL, &
ABRME (4R AEEH L.

T ORGSR, BB (430 1 E
FHAITBW T HREIEIEOEE)
L7 (3&3) .

&, #Eke UTHWEREHT XTIz T, &
SIRRYE ORABEDOEBNFIRETHDH Z EPMRFETE
7=

TR KRS EELY,
FONCARETH S = L)
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£33 FHLOBRERME

e, TE 2 T FRE R
(ppt) (ppt)

TBA 50 5,495
TCA 733

HAI 5 1,738
MIB 10 733

X 1

=R 7 2 Ak

(2) HEfy, mEkEoOMET
BT E R FRME & e/ NREE & U7e 4 IREECERL L7z,
ZORER, BEHE U THWEEEH R TIZBW T, S ER
JFRWE O ERORERE R 1220997 720, Bifie
EAEZTEE TR (R4 .

F72, HEME RSD) (29WTC, AKEUEEICOW TR
HBE OK) OBEE, 4FUc oV TILER FIRMEREZ 5 0
PFOMELRDIEZ A, L1119 %L BIEFREREG5 2
EWTER (F4 .

2 NERDBRICIPERZFELR/ELLETILER

FTAF o BUIEEAREING, B O n-~F Y IR
L7 B RIF R IR SRR (% 250 pgml) Z#PARS
PNOMEERKI 100 mg/m® &2 L oReE LT (K2) . &
B LT, Xy FRMVADDIRTI LY 3 —F—, iy
IO DEBEROFAD 3L, £, IRXTVT+
— & —ROBRKITHFIR, FILmmET 28 AfEEL, £ 5
VoRTHIE B ISR 1 AT D) H LBE L7z,

FOFER, IRTN T+ —F—HD TBA ZRETOH
ERIFEREICOWT, B A~OBYREHEET L 2 LT
Ec @R 6) . FRTFHA~OBYENEETHY, I ERFK
WE IR AENT-Z EBNFEREE X BND. F
7o, BRSEOREICEE L THE LTEBE, 2y MR L

(RRTINTF—H—) LBy 7 (A, ) ok
DY Lo W MEM S B O Tz, AU RS EIE ORI
EETHHOLHERESND.

a4

A

F 4 REEKOBEEME
TBA
St T AR Y)&ﬂ:’{fﬁ%{ ERTHEE BfE RSD
" (ppt) ®R) (ppt) (ppt) (%)
K 02 - 2 1.0000 0.2 1 6.2
[ 05 - 5 0.9983 0.5 1 3.8
3L 50 500 0.9978 50 5,495 118
TCA
S tREAGEE  RERE ERTIME B RSD
! (opt) ®R) (ppt) (ppt) (%)
7K 01 - 1 0.9982 0.1 1 72
f52S 01 - 1 0.9988 0.1 1 7.8
=0 2 20 0.9992 2 733 6.2
UAAIV
ek T BRI 6&",{1;?2;& EETHME  BE  RSD
" (ppt) R) (ppt) (ppt) (%)
7K 01 - 1 0.9992 0.1 10 1.1
FE2N 01 - 1 0.9990 0.1 10 34
3L 5 50 0.9994 5 1,738 2.7
MIB
St T AR Y)&ﬂ:’{fﬁ%{ ERTHEE BfE RSD
’ (ppt) ®R) (ppt) (ppt) (%)
7K 2 20 0.9997 2 5 119
[N 5 50 0.9987 5 5 11.7
3L 10 100 0.9987 10 733 6.4

£S5 NEROBYREIE LI-ET VIEROSM:

Ok SERIALGF—F ! s ! 43,
EmomE) || (oo FR L S00mL) ! @6 Sy 2 0 250mL) | @65y 2 1200mL)
A :
(FIAF /B H 332mm x W 545mm XIV{VZ:f;m
PR % D 379mm i mm
DR ' xD295mm
PRAFIRE Wi (15C-257C) | B (10°CELF)
WA 1,3,7,1528 Hi% ' 1,3,7,1428 A%

Fo ETNVERICET DI CROBYLOHR

HAT - ppt

&4 1 H% 3% 7H#% ldorls Hi% 28 A%

R TBA 1 Al 1 il 1 il 1 il 1 Al

o TCA 1 A 33 43 6.4 1.1x10
Ry MRMY k1A 42 54 11 1.0
500mL) MIB 2 il 63 64 2 il 32
TBA 1 A 1.0 29 55 6.0

) ﬁ$ ) TCA 1 A%l 13x10  20x10  33x10 3810

(f;;i)y U4y LR 57100 66x10 71x10 7.6x10

MIB 5 A 12¢10  28x10°  6.7x10° 4610

TBA SOANM  21x10°  63x10'  1.0x10°  2.0x10°

SRl TCA 62<10°0  17x10°  82x10°  19x10°  14x1(°

(1278 N 5 5 6 6 3

200mL) TUAAIY 44x10 1.7x10 1.3x10 1.6x10 1.2x10

MIB 93x10*  40x10°  13x10°  21x10°  1.5x10°
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2 EFILVER

V F£&0H

RER2 D CRFRWE THD 4 {baicxt L, BEERE

BT DA S, REREOHEREORE, OB

YU L D BEHEEAAE LI- BT VERIZOWTHRET 21T -

2L 25, UTFICRTHRICOWTHAREREEDL 2 &N

T&I-.

1 #BHE LT LT R ToORMICEO TR 2R
PO Fe, TR TIRMED DV IR EBRIE DR
BT OHEBMES RBIFTH o7

2 ARURIEIZOWT, %4 EBERWE OMEBIE (OK)
DEBNFHETH D Z EBRGECTE 72,

3 BRUTHOWTIE, BAEEHE OK) ORIERTE A o7z
78, WARBME (R % TR 7 2 aik (F
HERBR) | ZHWTRD . ZOREE, 43 o0 Th,
TRTCON CRFERYEOMEBIE (FH) OEENA]
RETHDZ EPGRETE T,

4 EFNVERIZBWNT, BELED CRFERWEZRET
LT EWMARETH T, Fo, FHAL T EREZEY IAH

TN EDHFIL, Ry MR MLVE Dy 7 OFR
BAT Lo e S T,

UEDORERLY, I ERFERWEICONT, BEFERED
B L LTHZITH 0 ) ORI i — B OWHEE TS T
iz, A%IT, EBRICREEEOREEZT, RS
D—BE 72D X O BAERUBISHEEIT> TO<IED, o
BEWEIZET 2B 0WEC OV THIRE LTV FET
H5.

SE R

1) SRR, BORFHE], R o~y RAR—Z
A 7 affith (HS/SPME) B2 L D2 RSO RELYT, (85
VRGBS o ¥ —E), 20, 1720 (2002)

2) GEET, HEEE CAEEE RNORREERFCRIT D
SPME % FV Nz otEtgat, e RSB
Z—iFEH, 3, 2123 (2013)

3) PSR  HS-SPVE 1% FV 2 EBRIR R OSHTIEOR
7, fEESRNRMEREEERER 2 — 1, 7, 3740 (2017)

4) NEES, WSONGK  AAOBWERE MASH S=E
&, #UT (011)

5) FHH, Ve, IR - AR ORSR —5 1 #—,
MRS A = 2T 4 —F A, T (2010)

6) ZAHEET T Aaike=a T, BREEE

7) ABRR—, A, 2 M A0 CRBATH
1k B2 BATA W= RN L ZOX0E, AAREEY:
258, 3 (1), 4555 (1994)
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