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R E—IL

PTV Injector

10%I4./—)J)L/10mM HCl 1 mL (E—JL5EHRRK) Instrument
- NBBRZE 0.5 mg/L Insert type
‘ Injector temp.
GC
" Automation Instrument
I\A7IL :
N . Split
A>57423=>%
'7t |\\///\:\:'|j\/ (1/3) Flow mode
Flash-SPE PBX 7> o |
10 mM HCI/10%I%./—)L re-commn
e =_pa Column
— KQFE[AREF] aBE 20 pL
Oven temp.
FEF 10 mM HCI/10%I%./-)L (pH 2) Transferline temp.
— FZI& N,HZ (90 MS
_— Instrument
— & 7ebh /At (1/3) |
on source temp.

GC/MS X&F A Acquisition

mode

LVI-S250 (AiSTI Science)

Spiral insert
70°C (0.3 min) -100°C/min-290°C

7890B (Agilent)

100 mL/min (70 kPa, 0.3 min) — Splitless (3 min) —
50 mL/min

Constant flow, 1.4 mL/min

0.25mmid. X 0.5m

DB-WAX, 0.25 mm i.d. X 60 m, df=0.25 pm

40°C(4 min)-20°C/min-230°C(10 min), Total 21.5 min
250°C

5977B (Agilent)
260°C

Scan

AiSTI SCIENCE

11



vagiinili

BRI

E—JLkiabnats IR

W% M (mo/L) RSD%
1 2 3 4 5 83
Ethyl hexanoate 0.10 0.10 0.10 0.10 0.11 0.10 1.9
Ethyl octanoate 0.31 0.31 0.32 0.31 0.31 0.31 0.7
Isobutyric acid 1.34 1.44 1.41 1.50 1.39 1.42 4.2
Butyric acid 0.98 1.01 1.02 1.07 1.02 1.02 3.2
Isovaleric acid 1.26 1.28 1.26 1.33 1.30 1.29 2.4
Phenethyl acetate 0.95 0.94 0.96 0.94 0.95 0.95 0.8
Hexanoic acid 2.85 2.86 2.65 2.82 2.85 2.81 3.1
Phenethyl alcohol 27.6 27.1 26.9 27.9 27.6 27.4 1.4
Octanoic acid 2.50 2.50 2.36 2.47 2.53 2.47 2.7
Decanoic acid 1.97 1.94 1.87 1.95 1.81 1.91 3.6
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1 . . . .
m Ethyl hexanoate Ethyl octanoate Isobutyric acid Butyric acid
0.700 0.700 0.120 0.400
0.600 | y=0.1198x +0.0145 @ 0.600 | y=0.1147x +0.0002 o 0.100 y =001x-0.0011 ¢ 0350 | y=00337x +0.0005 @
2 _ 2 _ : 4 _ R
0.500 R? = 0.9985 4 0.500 R®=09982 . R?=0994 . 0.300 R?=09949
@ 0.080 R4 0.250 L
0.400 o 0.400 '
¢ 0.060 0.200 -
0.300 0.300 ~®
kg o 0.040 o 0150 o
0.200 -’ 0.200 ' 0.100
0100 | ¢ 0.100 ...' 0.020 .,." 0.050 ..-’
0.000 ® 0.000 0.000 ® 0.000 ®
0 2 4 6 0 2 4 6 0 5 10 0 5 10
Phenethyl acetate Hexanoic acid Phenethyl alcohol Octanoic acid
5.000 2,000 1.000 4.000 3
y = 0.4194x + 0.0912 y = 0.1647x + 0.0289 y = 00178 + 0.0239-®  3.500 |y =0.3749 + 0.035}"
4,000 L4 . 0.800 : -
: R® = 09988 . 1.500 R?=09995 . : R? = 0.99598" 3.000 R? = 09996 &
3.000 0.600 - 2.500 P
. 1.000 g 2.000
2.000 Ca o 0.400 . 1.500 o
1.000 0500 1 g 0200 | & 1000 o
. 'y .. 0500 | g
0.000 ® 0000 ® 0000 ® 0.000 ®
0 5 10 0 5 10 0 20 40 0 5 10

ligearbic ‘ : NEMZERIED DIREIR (REMEEYIE : Methyl octanoate)
— g

AAHEE (mg/L)
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2l : E—)LiRhN [EIYREHER

[EYR=R

b Sl mlEE1 IlEE2
(n=5) (n=3) (n=3)
B34
FHRE | BINEE ERE RSD [EIYRER NERE ERE RSD [EIYRER
(mg/L) (mg/L) (mg/L) (%) (%) (mg/L) (mg/L) (%) (%)
Ethyl hexanoate 0.10 0.50 0.69 1.2 112 2.0 2.25 1.1 106
Ethyl octanoate 0.31 0.50 0.85 0.7 104 2.0 2.43 1.1 105
Isobutyric acid 1.42 1.0 2.62 6.3 119 4.0 6.31 6.0 122
Butyric acid 1.02 1.0 2.17 5.4 112 4.0 5.77 6.6 118
Isovaleric acid 1.29 1.0 2.43 3.8 113 4.0 5.53 3.2 106
Phenethyl acetate 0.95 1.0 2.05 2.0 107 4.0 4.97 0.9 100
Hexanoic acid 2.81 1.0 3.90 1.9 112 4.0 6.74 2.6 99
Phenethyl alcohol 27.4 5.0 32.7 2.9 117 20 45.0 2.6 90
Octanoic acid 2.47 1.0 3.61 1.6 115 4.0 6.39 0.6 98
Decanoic acid 1.91 2.5 4.71 2.7 109 10 12.28 1.4 103
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2B HhER

BN E#RTE
2-Methylisoborneol Geosmin , .
%103 2-Methylisoborneol % 103 Geosmin
2,500 2,000
- m/z 95 * m/z 112 y = 243363x - 47976 y = 192205x - 25771

Nl o] 2.000 RZ = 0.9974 R2 =0.9983
7 = p) S 1,500 .
6.5 o = § 3
o] g 1,500 o N ¢
& - ' 1,000
o) < 1o o s i
- & £ 500 '
| R} ¢
o.éz ‘ 0 .,-" 0 [ ]

‘ 145 146 147 148 149 15 151 0 2 4 6 8 10 0 2 4 6 8 10
Conc. (pg/L) Conc. (pg/L)
I\ 77JLRIERE 10 ug/L JN\A7ILRIERE 10 ug/L
Average: 3,156,403 Average: 2,595,621 - R,
B> T)LHAR A 5mL + NaCl2 g
RSD (n=7): 5.4% RSD (n=7): 6.1%
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20 mL A\ RIAR=)\A7)L

EES00EARR 2.5 mL (10 mM 15EE-7K)
REMRE (BFEL-d472 &)

B TILLAICEY b

GC/MSSA+

r
Flash-SPE AXs aA>F+4>3a=>d
| Vel 2,
$2IUY NFH
& : 80°C B2F/\—>
I&5IE : 20 mL
ER/\—= o0
|
FE{K({L : 5%MSTFA/ANFH>, 15
|
‘}ﬁ'cllj :A\FH> (20 UL, 2=EA)
GC/MSH3 £HshaINIE
A Y

B ED G : FE{EPIaEHAgALTEL

BUALER S

PTV Injector

GC

MS

Instrument
Insert type

Injector temp.

Instrument
Split

Flow mode
Column

Oven temp.

Transferline temp.

Instrument
lon source temp.

Acquisition mode

LVI-S250 (AiSTI Science)
Spiral insert

220°C(0.5 min)-100°C/min-290°C

7890B (Agilent)

1:50

Constant flow, 1.0 mL/min

VF-5ms, 0.25 mm i.d. X 30 m, df=0.25 um

60°C (2 min) -10°C/min-110°C-30°C/min-
310°C (2 min) , Total 17 min

290°C

5977B (Agilent)
260°C
Scan (m/z 33-350)
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B SR DG : EEREHARALEL

BRI

BRI E (CX) 9 SEXIEFEfE, N.D.: Not Detected (ffaxdF#&{E<1000)

B35 (BI;Knk) =gl - {(:3p) HE3 #5{E4 HB5 #H1E6 83 RSD (%)
Acetic acid-d4-TMS (IS) 1.000 1.000 1.000 1.000 1.000 1.000 1.000 — —
Acetic acid-TMS 0.172 1.649 1.614 1.666 1.629 1.616 1.670 1.641 1.5
Propionic acid-TMS 0.085 0.692 0.691 0.673 0.705 0.670 0.763 0.699 4.8
Isobutyric acid-TMS N.D. 0.190 0.198 0.174 0.181 0.188 0.197 0.188 5.0
Butyric acid-TMS N.D. 0.377 0.361 0.351 0.354 0.348 0.366 0.359 3.0
Crotonic acid-TMS (IS) 1.000 1.000 1.000 1.000 1.000 1.000 1.000 — —
Isovaleric acid-TMS N.D. 0.199 0.204 0.191 0.192 0.196 0.193 0.196 2.6
Valeric acid-TMS N.D. 0.143 0.157 0.148 0.156 0.138 0.136 0.147 6.1
Tiglic acid-TMS (IS) 1.000 1.000 1.000 1.000 1.000 1.000 1.000 — —
Hexanoic acid-TMS N.D. N.D. N.D. N.D. N.D. N.D. N.D. — —
Hexenoic acid-TMS (IS) 1.000 1.000 1.000 1.000 1.000 1.000 1.000 — —

BRI UIEREHREYE DHIE (C X > TRIFBIRMENSS NI
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2.500
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2 K J
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4500
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2 _
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