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- Sep—Pak PS-2 Plus . Waters # (PS—2 & 24H)

- Oasis HLB Plus : Waters % (HLB & 2 l%)

- PS@Liq : BEAIE T4 (PS@Liq & 4H%)
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K1 GC/MS AEFM

GC: Trace GC ultra Thermo Fisher Scientific #14
MS: Trace DSQ

Column DBVRX
60m, 0. 25mm, 1. 4pum

Column temp.  40°C (Imin)—190C (5min)
rate5C/min

Flow rate constant flow ImL/min

Inj. temp. 150C

Source temp.  200T

Instrument

J&W Scientific 1%

Monitorion ~ Phenol (66)

Phenol-d6(99)
Relative ion ~ Phenol (%4)

Phenol-d6(71)

K2 LC/MS/MS AIERM
Instrument LC: Waters2695 Waters £ 5
MS/MS: Quattro Micro Micro Mass 142

Column Cadenza CD-C18 Imtakt 15

150mm, 2mm, 3um
Column temp. 40T

Mobile Phase A: water B: methanol
Omin : A=80 B=20 linear gradient
5-12min : A=20B=80
12-17min : A=80B=20

Flow rate 0. 2mL/min

Capillary 3kV

Cone 30eV

Source temp. 100C

Desolvation temp. ~ 300C
Desolvation gas 500L/hr
Cone gas 50L/hr
Phenol Q1>Q3 92.8>64.8
Phenol-d6Q1>Q3  98>70
lonization ESI-negative
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2.3.1 REHATER

71/~»@ W (1mg/ml)% A% /) — )V CTE
FERYIZ AR L 0. 05~ 2 ug/ml O Af e # F R 7
%@mfa FAEMER 2 1L, Yo — b NEREE
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7z /) = )v—d% EFEICI0mg FEFE L, * %
/ =)V T100ml &9 5 (100ug/ml)

2.3.3 H0O7— FRIZERR
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1 GC/MS RE#RD—fH

Compound name : phenol

Correlation coefficient : r = 0.999986 , r*2 = 0.999973

Calibration curve : 0.00706311 * x+-0.0236058

Response type : Internal Std ( Ref 2 ), Area * (1S Conc. /IS Area)
Curve type: Linear, Origin: Exclude, Weighting : Null, Axis trans: None
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£ 3 GC/MS HIE IDL £ 4 LC/MS/MS #IE IDL

A (1) 2 AR () 10

AR 7z / — V50ng/mL A 7 = 7 — V50ng/mL
1[mH (ng/ml) 64.9 1mH (ng/ml) 48.0
2 [nlH (ng/ml) 62.7 2 [mH (ng/ml) 50.0
3mH (ng/ml) 59.7 3 H (ng/ml) 52.7
4 [ H (ng/ml) 59.7 4 [0/ H (ng/ml) 52.5
5 H (ng/ml) 60.6 5 [mH (ng/ml) 48.4
6 [ H (ng/ml) 59.1 6 M H (ng/ml) 52.8
7mH (ng/ml) 60.4 7 mH (ng/ml) 50.5
n 7 n 7
S 61.0 Ty 50.7
MR (ng/ml) 2.066 BEHEMRAE  (ng/ml) 2.031
Fr il t(n-1, 0. 05) 1.943180274 Fr#l t(n-1,0.05) 1. 943180274
IDL (ng/ml) 8.03 IDL (ng/ml) 7.89
QL (ng/ml) 20.7 QL (ng/ml) 20.3
AEHE (ml) 200 B (ml) 200
At (ml) 1 A (ml) 1
AEHREE (ng) 0.0401 SUBHRSLME (ng/1) 0.0395

C:\Xcalibur\Data\H22-pheno |-test2\data15 2010/07/13 17:09:35 std0.05ppm

RT: 15.00 - 30.00
24.05 NL:

100 2.43E4
] m/z=
o 80 65.5-66.5
8 ] F: MS
s 7 phenol — data15
2 60
3 -
Q
< ]
2 40
£ %
g
© 20] 23.20
11503 1591 1939 1954 1969 22 2435 2577  28.08 2852

100 2899 '1\I.L5:3E5
] m/z=
S(F: phenol-ds —_— IQ::&EI\-/IQSQ-5
] data15
607 23.30
0
20-
0: 1634 1776 18.60 1969 1909 25.04 27.31 28.51
T T T T T T T T T 2\0 T T T 2\2 T T T 2\4 T T T 2\6 T T T 2\8 T T T 3\0
Time (min)
K8 GC/MS IDLAIE E#E&H(0.05mg/L)oOY IS
CTIDLZAEL(XRS,4BLUES,9), 2.7 MDLCAIEZ&H TIRE) BIE
Z DOFER, GC/MS,LC/MS/MS D i ¢ IDL & 13 B 10 ol 72 —I12 kY, BEMOMIIK200
EALEFLTH o7, ml 127 =/ — )V %0.5ug @0 L MDL % % 47 -
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#£5 GC/MS I MDLMQL

&6 LC/MS/MS il E MDL,MQL

ERis (ml) 200 AR (ml) 200
AN N (ng) 500 eI & (ng) 500
WEHRSLRE  (ng) 2500 AEHRSRE  (ng/) 2500
TR (ml) 1 T (ml) 1
TEAREE (ng/ml) 500 TEAREE (ng/ml) 500
BB A (ul) 2 B A (ul) 10
#E77>7D  (ng/ml) 80.0 K77 27D (ng/ml) 53.0
HERMTFHD  (ng/ml) 128.0 WRMTFED  (ng/ml) 115.0
M1 (ng/L) 2475.0 M1 (ng/L) 2800.0
KA 2 (ng/L) 2020.0 KR 2 (ng/L) 2155.0
o (ng/L) 1930.0 R 3 (ng/L) 2075.0
iR 4 (ng/L) 1980.0 K 4 (ng/L) 1955.0
HER 5 (ng/L) 2355.0 e ) (ng/L) 2305.0
ik 6 (ng/L) 2710.0 R 6 (ng/L) 2610.0
Rk 7 (ng/L) 1915.0 KR (ng/L) 2000. 0
Tl (ng/L) 2197.9 Tyl (ng/L) 2271.4
TR 314.8 o ff 7 321.7
n= 7 n= 7
Fr il tn—1,0.05)= 1.943180 Frfil tn—1,0.05) = 1.943180
MDL (ng/L) 1223 MDL (ng/L) 1250
MQL (ng/L) 3148 MQL (ng/L) 3217
SIN 2011 SIN 51
CV% 14.3 CV% 14.2
7=/ = VEE (%) 87.9 7=/ = VEAE (%) 90.9
Frs— MR (%) 71.1 Foy— MERE (%) 64.1
MDL=t(n-1,0.05) *on—1%2 MDL=t(n-1,0.05) kon—1%2
MQL=on—1%*10 MQL=on—1%10
i s s 5.
phenol-de
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11.00 12.00
MRM of 2 Channels ES-

11341187
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C:\Xcalibur\Data\H22-phenoI-test2\data11 2010/07/13 14:11:12 riv-200ml-0.5ug

RT: 15.00 - 30.00

24.05 NL:
1007 3.36E5
] miz=
g 807 gt's.s'\-ﬂge.s
5 phenol > data11
B 60+
3 -
Q
< ]
2 40
K
g ]
20+
] 23.50
L1844 1677 1874 1953 21.16 22.93 2498 26.66 28.53 29.20
23.99 NL:
100 1.76E5
] m/iz=
80 98.5-99.5
1 F: MS
] data11
60 phenol-ds —
40-
20
] 2343 || 2505 28.52
11512 17.83 19.41 19.68 22.68 25.99 27.69 | 29.27
0 T 1 1 T [ T T ] 1. 1T 1. [ T T T [ T T T [ T T T [ T T T]
16 18 20 22 24 26 28 30
Time (min)
11 GC/MS AJIKFRIMENR (0.5 ug FIN) 207 IS L
std0.05ppm 13-Jul-201012:03:08
phenol-test43 MRM of 2 Channels ES-
5 8.30 98 > 71

2.79e3

phenol-ds

0 ¥ i ? T . ; Y ? ¥ ; ; : ; ? . ; Y ; ; : ¥ ? 7 \
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00 11.00 12.00
phenol-testd: M of 2 Channels ES

2.8 > 64

889923935 1015 1070 10 g4
089 161 [\ 1 89 11341187

044 o7

T T T T T T T T T T T T T T T T T T T T T T T 1 Time
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00 11.00 12, 00

E 12 LC/MS/MS SaHIIZKRMENYR (0.5 ug HiN) 207 M IS L

MU THRWIREETE N5 REDTHHE 2.8 BEKENENERICKRITIHE
COFERED S, GCMS ¥, LC/MS/MS :TlE & WK ZEFHWT, @kEOBEBMHEE KDz,

A ETF U MDL, MQL 235 5 7z, AR, R JII7k100ml, 200ml, 500ml 127 = / — )b %0.5ug
TR S N A SR INEY © MDL & & AL, B10 oflE 7 0 — It > TR %
T RETH B, lilﬂlluxt%ﬁ%%zaﬂ%%u% Tl K72 (B 13),

ML T47 - 72»T, MDLMQL DEAE £ 7% - 72, ZOFER, 100ml DEKE L LE LT, O

12— £ [EIBRBEh & RE



EERAEH 7=/ - VOIEIIDOWT 173

160

140 B GC/MSTDIx/—)L
120 [EEVES
& 100 B GC/MSTOY A4 —
M 80 [NEEE
£ 60 B LC/MS/MSTDH I
a 20 /—ILEIRE

@ LC/MS/MSTOH A
20 F—hEREE
0
100 200 500
#KE (mL)

13 AJlkBAEICLDEIREDZE L

R7 BHRERELEVMEEOTS U oEEY DY — FEIRE

GOMSHE | GOMS T | LOMSIMS I % | LCMSMS T

KR (mL) | 72/ = VEE | 7= MILE | 72/ - Vg | Fos - Ml
(uglL) (%) (uglL) #(%)

100 0.31 100.7 0.20 103.0

200 0.27 101.2 0.19 92.0

500 0.21 44.2 0.19 42.8

77— M AN 1Z200m] TR L, 500ml Tl
KELIET L7

2.9 BHBEOEBBHI’EINERICRITTHE

Tz = VIR EMECOT, BHEOEEY
AR EDIFIZ & B IRAEIRED DIER IS 1T
LTWADTRZWRLEEZLNZDT, FHEK
100ml, 200ml, 500ml 2% T4 — k D & % 7N
LT, BHBEZEMLZNTAmIIZAAT v 7
L, ZOFFMEL 7z TOMHRERTIIRT,
COFER, Fur— FoRIEIEL % B ER
X, BEFAREDITIZL 2EHRIETHL L
ASEIB L 720 F 72, 500ml @K L7z a 3R 13
DN T O T A ERBAE £ & [k, Yo
7= ORIEIKE KT L7200, EH2»sH
DWBTH 2 EDHHL 72,

L2L, MDLEIEDKEREA S, 1ug/l DER
JREE & 729 720121F, 200ml F T L A#EK T &
HWZkEEZLE, 1ml BT L L3
HTHY, tur— 1 EEHnsZenn, B
BlEEsfE7a—Ic Ahs 2k LT,

2.10 GC/MS ix& LC/MS/MS sEDT—4~ 108

77 o @7 B, BGREREICBITAmMED T —
FOMEER 14 12T, ZOMKR, MEDOHE
BIEFICE L, EESTHELTHHBLZWVDD
tEbh s,
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= NERHWARY L, AR TORRT
b

A E O TR (MDL) 1, R &ikED
T/ =R EMENY L 72729121, 2ug/L & 7% -5
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