=25

Philip L. Wylie and Chin-Kai Meng
Agilent Technologies, Inc.

2850 Centerville Rd.

Wilmington, DE 19808

USA

Agilent FU J'JLIMERE GC/MS IC&KD
=E 175 BEOMERRAV Y R

ZIJUG—3y
BmTek

Agilent 7890A/7000A GC hU J)VMEMEEDHETT AT A (GC/QQQ) ZAWT. —i
[COTENDEE 175 FEDT=$H®D GC/MS/MS RILFTIVU TP O3 VEZFU VT
(MRM) XVw RERELF U, TOXAYY RE GC YV IVINEREEHE
(GC/Q) [CKD. SHMDORESSLUHFHERZDTL. BRZHBELEI U, GC/Q D
BIEE—RELTE. BRAAVEZSYUVY (SIM) E—RERF vV E—REFERL
FUlco AF v UEROFHAICHIE>TIF. 7YY bDFIVRY 21— 3V UiR—
MERY 7 D 17 (DRS) & RTL BES KUADMD < EMET —FX—A=FEALE
Ufce YILFE—REAOZBE LRE GC/Q #EEFERAL. J—ILRRATUw RUR
E—RT5uL ZEALF U, INSO#ER%Z. GC/00Q TRIUHE®E 1 uL ZEAL
FeAtiEREERUE Uiz, GC/000 DRREEZEIRMEF. GC/Q DLFNDE—REBX
EL EEDLF Ule, TNUFEIC, HfHEINEY MY v I XCHRT 2 FHHAIEICIE
BT BIEHTY, 2L, MRM E— R®D GC/0Q00 HERATEZDIF5T—5" Y MEEY
PDHFTHBHIEDS. DRS ([CKD 900 FELLEDEFEDOMDBERYEERIU—2
JTED GC/A XYY RERETHDZ EICIFEDDHDFEA.
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FUHIC

REERSTE. SHEEEYT N v IRAICZENDEHT
B, EECRBEEEDDILAYERET DI ENKDE5N
BDEMISIEETY . QUEChERS XV v R [1-3] IFEDMEBT &
Zw Tl BEERICZEDYEBELEEFELET. KOBIEN
BoU—7 v IFIEZBVWDE. Y MU wIRITINA THARE
EBEPRESNTUESBZEND DD ET, ZLDEETIE 10
ug/Kg (10 ppb) A FDEHETERHDSROSNDZEHS. KOBE
BRMY—=ILhREEEINTVERT,

GC THMTEDEREDBE. ZLDIRTIFRIVU—ZUTH
KRUTESRDIEHIC 2 DOFRNET I v IHBAHNSNTVE
T 5~100 ppb UNILDILEFRIU—ZVFTld,. 7IL
rDFAVRY 21— 3 UR—MERY 7 KD 7 (DRS) &
RTL BESIUADBHKEMES A IS UZEFEDE
GC/ Y J)VEERE (GC/Q) BERAINEY [4-6l0 CDXYwW
RiF. GC THMTED 927 BROBELERNDWD EYEZ 1
ElD GC/MS DR TRIU—Z=VITEBDAF I AY Y RT
T FEAEDEZEDIEH TERIE 5~100 ppb FZET. Y KU w
IAPEAEICLDELEDFET [4], KDOEMIET NI v It
DY—4y FEEDHTIE. Agilent 7890A/ 7000A GC/ kU FIL
MMEEHE (GC/QQQ) A ELAEDEUVVEREERIELE T,

X Tl BLVREYY MY v IRCEENDHRBREREZ
AT IBEODEEIMT Iy IR ULE T, GC/QATIE
BIRAAVEZSY U VT (SIM) E— RBKUDRS HifiziEHE
DRERAF v VE—RICKD. FMBKUIERMY > T L=
#HUEUIe. GC/QQQTIEEICY VTV, BEE 175 BERRIC
LIERIVFTIVUTP O aVEZYUVT (MRM) XYy RICK
DA ULE Ulc, RERDBEMIE. BHORMEYY MY v IRIC
SENDWEREOREICHEIFS GC/Q HKXU GC/Q0A XV v
ROMREZLRT DI LETT,

RERFE

BT

BROANMBLUERMBERE. KEBREERB
(FDA. CFSAN. AL wINK—=T, XU—=F i) EXEEFHE
(USDA ARS. ERRC. D« Y RL—=7. RXVVILRZTFM) H5S
AFUF U, FDA DUV TILICDOWVWTIE. EBMORERE L
CEMERZAWNSD KD ICIELE UTe QUEChERS [1-3] XV RICK
DREBRULEF LU, COXVy RICKD/ESNIE MVIVAR
(F. 1 mLBIEOEREY 45 g HEENTNE T, USDA DTV T
JWICDWTIE. RRENTULD QUEChERS XV RZEFRUWLTHM
HUFULc. COUVTIVTIRE. 7EMZNUILAE 1 mL &
DEFEM 1 g HEENET,

{EFEE

ARBRICAHULE GC/Q KU GC/000 Y AT L%ZER 1 BLUR
2 [CEXEDHFET,

x 1.

GC/Q Y AT LDEERRED KU DHRM

GC
¥l

AAO
FrUTPHR
AAOES

Agilent 7890A ¥ U—X

Agilent 7693A A VI T OB LUT VTV b
L

TILFE—REAO

NUD L

HTEF 18.420 psi (AV RV N Ty v—
E—R). 20psi (v I TS5 vy aks)

ATYy FURE—REAOINSA—%

BE

AAOSAF
AAE

ATUw bRV D

N—=IRE

250 °C

NUwOZRSFT)ITF—I\. FEHE (P/N 5188-
5398)

1L

0.75 minC 30 mL/min

J—J)LRRTUw URE— REAONS X—%

BETOIS L
AANOSAF

AAE
ATUw bRV D

N—=IRE

F—JVEETOIS

FvESY - 70—
Fo/09—

EH/ REREEY 21—
(PCM)

PCM £/

AFHS L

UXKUDH

=i

MHAS LikE

A% AR ON

Ov*>yd
RIS

TR

KNSR T7S54ViRE
AFVIERE
MERE
Alvy3albk
HrTUVIU—b
GAVITFO5

SIM ROz )LEFA L
MEA 7+ g
BIRET 4 LA

NwoITSv %l
FA=VD
F—TVRE

60 °C (0.01 min) - 700 °C/min - 280 °C
NUwOZRSFT)ITF—I\. REHE (P/N 5188-
5398)

5uL

1.25 min'C 30 mL/min

70 °C (1 min) - 50 °C/min - 150 °C - 6 °C/min -
200 °C - 16 °C/min - 280 °C (5 min)

1R—KMCEELRE2DTARTUYS
——DMASLBXOVF VY avFrvT
DI\w I TSy allfER

NIUILE2DIARTY v S I(CERE

OHTEF 4.0 psic I\w I TS5 w3 abBF60.0 psi
Agilent J&W HP-5ms Ul 15 m x 0.25 mm x
0.25 pm (P/N 19091S-431Ul)
UFooayFvyIE2TDIARTUYS
&

2.0 m x 0.25 mm Siltek NEET 21— RV
AF1—7T (Restek. N)LTFVF. XUV
NRZTM)
FAAOERHAS LB, ZILT 4 Xy h1Z
7~ (P/N G3182-61580) ZEHW\\CUF V¥ 3
V¥ v v T ENT LEER

80 cm x 015 mm FEET 21— RV UAH

F 21— (Agilent)
291A4RTYwHE MSD

2.705 mL/min

JOJLEYURZAFILT 8298 minlcOw o

Agilent 5795C Y U—X, IN\T#—Y VR
F—ikik> 7
El

280 °C

230 °C

150 °C

100

A/D=4

1

4~25 ms
T

2.5 min

I 5 min
280 °C

(<)



xR 1. GC/Q YRT LDWEBRBEDS KUDHFRM ()

Aux EPC 77 60 psi

AAOEAS 2 psi

A vk

GC/MSD Agilent GC/MS ChemStation I~ hO—)LdH
KUT—HEHY T D7 (P/N GI701EA
E.02.00 SP1)

FAVRYa1—yavUR—MERY I D7

SATSURRY I I I7

FaAvRKYa—vav
VIJhoz7

K2

Agilent P/N G1716AA (Ver. A.04.00)

NIST MS Search (Ver 2.0d) (NIST EEZ XY
MULSA4TSUICES - Agilent P/N
G1033A)

BEEEANI MNUFAVRY 11— 3y
BRIRUEEY T hD 7 (AMDIS_32 J\—
T3 262 LIEE ; NISTEEZANI MLSA
TS UICHESH - Agilent P/N G1033A)

NIST 08 EEZNT MLS4 TSV (Agilent
P/N G1033A)
BESLUADBHO<EMET —HX—2X
(Agilent P/N G1672AA)

GC/000 YR T LDEERERTESD KUDHTRME

U )L E 5 iTat
£—R

Agilent 7000A ¥ U—X
El

GC
F—roUTS

AAO
AANOS AT

FrUTPHR
EAOEA

EARE

ANE

ATy RV bD
N—IURE
ARE—I\—
F—JViRETOIS L

FrEsy - 70—
Fo/0J9—

Aux EPC #F X

Aux EPC £4
DA L

=i

UFvvavxvyyZ

&

UXKUDH
=
AN S LRE

Urooarvd4A A
Ov*2yd

Agilent 7890A ¥ U —X

Agilent 7683A A VI T OB LOT VT
oA

ATV ATy RUR

~NUw OIS T)IFT—I\. TiEME (P/N 5188-
5398)

NUDTL

SIHTHE 18.350 psi (AV RV N Ty v—
E—R). 1.0psi (IN\vTTS5wvI b

250 °C

1uL

0.75 minC 30 mL/min

Z~ (2.0 minC 20 mL/min)

70 °C (1 min) - 50 °C/min - 150 °C - 6 °C/min -
200 °C - 16 °C/min - 280 °C (5.5 min)
N=IR7IT 4 Ay bIZFY

(P/N G3186B)—— D HS LBKLUUT Y
YavFrwIONvI TSy alcER
ANUDLE N—INMT VT« Ay RDAZF
Y [CESE

OH8F 4.0 psi. I\w I TS5 w285 80.0 psi
Agilent J&W HP-5ms Ul 15 m x 0.25 mm x
0.25 um (P/N 19091S-431Ul)
UFryavFvy ITBRUC N—I[H7I
F4Xw NIZF(P/N G3186B)

2.0 m x 0.25 mm Siltek FEE T 21— RV U
HFa1—7T (Restek. N)LT+UF, RUY
JURZTI)

AAOEDHS LB, ZILT« Xy b=
7~ (P/N G3182-61580) ZEHL\CUFT VY 3
V¥ vy TERNS LEER

65 cm x 0.156 mm FEET 21— RV UH
Fa—7 (Agilent)

N=IRPILT 4 Xy bAZF(P/N
G3186B) & MSD 4

2.688 mL/min

J0LEYURZAAFILT

8.298 minlCOw &

NSVRT7S54VRE 280 °C

BIRT 4 LA 2.3 min

A A VIRRE 300 °C

NEERE Q1 8KV 02 =150 °C

MRM E— Rt

MS1 7 fERE 1.2u

MS2 7 fEEE 12u

JYyarvAR7O— N2 : 1.5 mL/min, He : 2.35 mL/min

Ny ITSvy okt

FA=VT HT#&IC 3min

FT—TVRE 280 °C

Aux EPC £/ 80 psi

AAOEA 1 psi

VIhoz7

TF—5 A Agilent MassHunter 7—#E8Y 7 o 7
(Ver. B.04.00)

EMEDHT E DM MassHunter Workstation ¥V 7 I~
= 17 (Ver. B.03.01)

EEDH TEE9H7H MassHunter Workstation ¥ 7 |~
= 17 (Ver. B.03.01)

BREER

GC 1B/

WEFND GC Y AT LTH. 15-m x 0.26 mm x 0.25 pm Agilent
J&W HP-5ms Ul A5 LZERL. 2 fEORAE— RT Agilent 24
BEXAYVY R [7] ZRTLE UL, TOXYV Y RTHERATNS
YA —TVBElF 70 °C TY . COREDER. UTFVY 3
VFEr Y ITZRVWLELLTBIEEAED GC BEICHBTER
T, L. MLIVFDOY YTV 1-uL ZFAT DEEIFE—
IERDNBLLEDIED, 2-m NEEUT VY ayFvvTZN
SLRAEICERLF L. INIZKD. E—IFRKPELEUE
Lico

BRABYZDNT 2158, —RICHERDBWMEEYHELZ
BEINTWBTeH. ASLDINY I TSy ahRIEREA
(4. 8-9]c DFNBEDRHZITOREIT T, £5 LicEHalt
BYHAS LAY R (RFUFVvavFvy D) [CERL.
E—0F—UVI®PUFryavdA4 LAOEEZESIERITT
EDBDFIRT, €5 ULIERYIE. PHTHSLLSEEDH
ST OAFVENEBEIL. HEOUREDELFT,

PILVRDFrESY - JO—--Fo/0V—F. ASLD
Ny o275y a%Z)—F UFIRICHMHMHACHDTT (4,8-9).
gRBOFvESY - JO— - TNARZNYITSwIallfE
AT ENTEEFT, 6C/000 Y AT LTIE IN\—=IF7IL
FTa4RXYy RIZHY, GC/Q VATLTIE 2 924 RATUvH
(1 R—BRICE) ZFEALEX L. WFNDT—ATH., 9%H
SLhEFvyESY - JO— - FTINARAICERLEF L. VLU
ANYOIEFERL. FvESY - JO— - FINAREBED
WETEBERUF L. M1 [CHESROBRERLTVETD,



1A.

X 1B.

-

7693
HI155

7693 B TIL LA

L -a PCM

5975C MSD

AF v VB KU SIM DICER UL GC/MSD (. a) ¥ILFE—RFAO. b)2m x0.25
mm NEEUF VY3 Fvw T o) PILT 4 Xy BIAZHA . d)15m x 0.25 X 0.25 pm
Agilent JRW HP-bms Ul 5 Ls. €) 1 IR—NCEZ L2 DT A/I\—I RATUwH, ) [E
1/ REFEEY 2—)U (PCM) TIY bO—=ILUTEANU DT L)N—I 70—, g) 80 cm x
0.15 mm FNEEU A MU I I TEEEINTVET,

?

7683
1YI19%

7683 S TILLA

L -a Aux EPC

7000A QQQ

MRM S#fICfERA LTz 6C/00Q &, a) AU w b/RTUw FUZEAO. b) 2 m x 0.25
mm FEFEV TV avFvrv T, o) PILT Xy RAZH T, d) 15 m x 0.25 x 0.25 pm
Agilent JRW HP-5ms Ul A5 L, e) IN—ITILT 4 Xy RAZA Y, H ANUDLIN—TIT
O—. g)65cm x 0.15 mm FNEEVU A MU I I TEEEINTVET,



MRM XYw R

—MRICHMSNDEE 175 BREEINITDICHDAY v RER
HLUFE U, SEEWICDOVT 2 DDRSYIYaVERE
L. ZNZNniconwcayyavIribF—=mBltLEL
feo TDXAYw RIE Agilent BEX Y w R (AU IFIVAE—R
D 2 FTEM) [CWLTOvIEINTWVWDIcH, 7IL2V D
RTL BES XURD ML KEMET—5X—2X (P/N G1672AA)

x3 EBEEIDHEEOEESIUEMNSVIVaY

[CEEH TN TV BDYEICHIBTDYT VY 3V 5 A % 2 TE
bFUfco T—IN—REITRIEICIFETDENSSD
T, INF. TOXVY RTRUTVYavFvvT, Fv
ESYU - 70— -FTNA R URKMI IS ZFERLIEHT
I, RIS, FREETZILIT 7Ry MEICEELTWVWET, &
REQOUT VY 3VIAL. EEBKLUER NS VI3,
VI3 VIRIF—BHETCEHLTNET,

EENSVIVIY EMEMSYIVaY
A=tk RT (53) FUh—Y414FY TOFIMAFY CE FUh—Y4FY JOFI T CE
7oUFrkUY 15.371 181.1 15621 25 181.1 1271 30
Vo 11.403 282.9 219.0 10 282.9 184.0 25
7Zo0-)b 8.507 188.1 130.1 40 188.1 160.1 10
FILRUY 9.247 262.9 192.9 40 262.9 190.9 40
LAYV 10.908 123.1 81.1 10 1231 79.1 20
TrSIY 6.581 200.1 1221 10 200.1 104.0 20
FPYXFIRR (PHAFIRR) 13.248 215.0 171.0 15 215.0 128.0 30
FPIVIRA-AF) 14.835 160.1 771 20 160.1 132.1 0
VA0 5.842 292.1 264.0 10 2921 160.1 20
BHC, a- 6.025 181.0 145.0 15 181.0 109.0 30
BHC, R- 6.595 181.0 145.0 15 181.0 109.0 30
BHC, 5- 1.266 181.0 145.0 15 181.0 109.0 30
E7zvhUY 14.428 181.1 165.1 30 181.1 166.1 15
Jox b 9.186 205.0 132.0 30 205.0 187.9 20
JOERR 10.020 330.9 315.9 20 330.9 285.9 35
JOERR-IFIV 11.261 358.9 302.9 15 358.9 284.8 35
JOEJOES—bH 14.320 183.0 155.0 15 183.0 76.0 35
HhI5Y 10.617 79.1 771 10 79.1 51.1 25
NIRRT T /) FFHY 13.316 157.0 121.0 25 157.0 75.1 40
20TV, cis- 11.410 3729 265.9 40 372.9 263.9 30
20JLTY, trans- 11.010 3729 265.9 20 3729 263.9 25
20T 14—, o- 8.562 230.0 160.0 40 230.0 195.0 25
0T 4—2, k- 9.376 230.0 160.0 35 230.0 195.0 25
0T 4=, - 9.314 230.0 160.0 40 230.0 195.0 25
20T T VEVKRZR, R- 10.779 267.0 159.0 20 267.0 81.0 40
20)bLRYIL—b 12.706 139.0 111.0 15 139.0 75.0 30
ooOx7 4.323 191.0 113.0 15 191.0 141.0 10
J00%0=)b 7.395 265.9 133.0 40 265.9 230.9 20
J0JLEYURR 9.606 196.9 168.9 15 196.9 107.0 40
JO0LEURZ-XFIL 8.284 286.0 93.0 25 286.0 270.9 20
J0LFARR 13.051 268.9 205.0 15 268.9 177.0 25
PRSIV 15.859 362.0 109.0 15 362.0 81.0 40
ITFIY 9.694 2121 1231 20 2121 151.1 10
27 /IRA 6.887 243.0 109.0 10 243.0 79.0 30
YIIbhUUI 16.144 163.0 1271 5 163.0 91.1 15
VIRV 2 16.212 163.0 91.1 15 163.0 1271
5

(<)



l4=¢7E
VIR UY3
VIR UV 4
PZA\E | VA7
INIPA KU
INILA KU 2
INJVARUZ 3
INILA KU 4

52 %4—)L (DCPA)
(O —=IL-IXF))

DDD, o,p'-

DDD, p.p'-

DDE, o,p'-

DDE, p.p'-

DDT, o,p'-

DDT, p.p'-

DEF (kU J7RX)
FILIA RV
TFAK-S
TARY-S-AFIV
IFURR
FA4T7L—h1
FAL4T7L—hK2
FAT7I )Y
IHhT Y
JoaJIvFLY
JoaJ)IL7 =R

JooaNvy Iz /U, 44 -

JoOJLIRR
JoONZL
yoasv
FaILRUY
IX5o0-)b
IFFYFFY
IZ)ik k>

JHU LKA
IF47TVRA
IYVRANWI7VI—=FIL
IVRRIWT 7
TIVRRILT7ZVI
MERT Y RRILT 7V
IVRUY
IVRUVZILTER
IVRUVT Y
EPN
IZILIILSUY
IFAY

I 7Oy 7 (T hTORR)
IRUITPI—=)

RT (53)
16.273
16.307
15.208
16.381
16.463
16.531
16.558

9.721
12.170
12.841
11.241
12.007
12.882
13.492
12.054
18.016

6.303

5.230
15.432

5.957

6.127

1.226

9.694

8.067

9.199

9.593

2.905

3.367

6.269
11.926

8.080
15.934

7.260
11.586
13.377

7.660
11.308
12.570
13.377
12.366
12.956
14.116
14.333

5.632
12.997

5.357

3.963

EEMSYIYYVIY

FUh—Y4a4F>Y TOFIMLTY CE

163.0
163.0
181.1
181.1
181.1
181.1
181.1

300.9
235.0
235.0
246.0
246.0
235.0
235.0
169.0
181.1

88.1

88.1
208.0
2341
2341
179.1
262.0
279.0
123.0
139.0
109.0
171.0
206.0
262.9
134.1
125.0

88.1
130.0
173.0
240.9
240.9
195.0
271.9
262.9
249.9
316.9
157.0
276.1
231.0
158.0
183.0

1271
1271
152.1
15621
152.1
152.1
152.1

222.9
165.1
165.1
176.1
176.1
165.1
165.1

57.1
1521

60.0

60.0
102.1
150.0
150.0
1211
216.0
223.0

771
111.0

79.0
100.0
176.0
192.9
105.1

97.0

60.0
102.1
109.0
205.9
205.9
125.0
236.9
193.0
214.9
101.0

771
105.1
128.9

97.0
139.9

5

5
30
25
30
25
25

25
30
25
40
40
30
30

5
25

5

5
40
20
20
40
15
15
20
15

5
25
10
40
15

5

5
15
15
20
15
25
20
35
35
20
25
35
25
15
20

EENSVY

TUB—B1FY TJOFI M

163.0
163.0
181.1
181.1
181.1
181.1
181.1

300.9
235.0
235.0
246.0
246.0
235.0
235.0
169.0
181.1

88.1

88.1
208.0
2341
2341
179.1
262.0
279.0
123.0
139.0
109.0
171.0
206.0
262.9
134.1
125.0

88.1
130.0
173.0
240.9
240.9
195.0
271.9
262.9
249.9
316.9
157.0
276.1
231.0
158.0
183.0

91.1

91.1
1271
1271
1271
1271
1271

166.9
199.1
199.1
211.0
175.1
199.1
199.1
112.9
12711

59.0

59.0

89.0
192.0
192.0
137.2
123.0
205.0

51.1

75.1

47.0
136.0
124.0
190.9

771

65.0

59.0

75.0

65.1
203.9
136.0
159.0
116.9
190.9
141.9
245.0
110.0
202.0
174.9
114.0
108.0

3
T

4

CE
15
15
35
35
35
30
30

40
15
20
20
40
20
20

25
20
15
40
10
10
20
40
30
40
30
15
15
30
35
30
25
25
30
40
20
40
10
40
35
40
20
15
20
10

40

(<)



EEMSYYYVaY EENSYIVIY
[A=t7E] RT (%) FJUh—-B4a4%>Y TJOFIMAFY CE JVh—=B4aFY FJOYIMFY CE
T7LT—=Ib 13.329 218.0 109.0 15 218.0 79.0 30
TIFIHRR (TTFIHRR) 11.803 303.1 80.0 40 303.1 154.0 20
JIFUEIL 15.222 139.0 111.0 15 139.0 75.0 35
Jzo0LRZ (OYxI) 8.650 284.9 269.9 15 284.9 239.9 35
JI=h~OFFY 9.030 277.0 109.0 20 277.0 260.0 5
Jzv7O/INRUY 14503 181.1 152.1 30 181.1 127.1 35
TTVRAIRFF Y 12.780 292.0 156.0 25 292.0 109.0 20
JIIFFY 9.552 278.0 109.0 20 278.0 125.0 20
PAMINVIVEL N 17.202 167.1 125.0 15 167.1 89.1 40
JxvI\LL—h2 17.412 167.1 125.0 10 167.1 89.1 35
Jibryasyy 7.321 306.1 264.1 5 306.1 206.0 15
TILY RUR—R1 16.571 199.1 107.1 30 199.1 157.1 10
TILY RUR—K2 16.741 199.1 107.1 25 199.1 157.1 5
JILY R 16.944 328.1 259.0 30 328.1 189.1 40
TIWNUR—K 1-1 17.412 250.1 55.1 15 250.1 200.1 20
I %—k 1-2 17.480 250.1 55.1 15 250.1 200.1 25
RILR Y b~ 10.807 147.1 103.1 5 1471 76.0 30
R/KRR 6.934 246.1 109.0 15 246.1 137.0 5
~TJ&o0) 8.379 271.9 236.8 25 271.9 116.9 40
ANTZo0) exo-TRFT A REMHEA 10474 183.0 118.9 30 183.0 154.9 15
ANT550) exo-TikFH A REMAB 10.352 352.9 262.8 25 3529 281.9 20
AFHrOORYEY 6.168 283.9 213.9 35 283.9 248.8 25
NFYI Y 13.702 1711 7.1 15 1711 85.1 15
A 7ON7R2 (IBP) 7.660 204.0 91.1 10 204.0 121.0 40
A4 7aIF Y 14.211 187.0 124.0 25 187.0 159.0 15
AHYKRA 7517 161.1 119.0 10 161.1 146.0 5
AV ITTURR 10.813 213.1 121.0 20 213.1 185.0 5
J—RI7z VKR (I—RT T VKR) 11.776 376.9 361.9 20 376.9 93.0 35
LT RRA 14.876 171.0 77.1 25 171.0 124.1 10
U5 (y-BHC) 6.710 181.0 145.0 15 181.0 109.0 30
ISFAY 9.396 173.1 99.0 15 1731 117.0 10
XFTFHY 11.146 145.0 85.1 5 145.0 58.1 15
X R+ o0), op'- 13.730 227.1 1211 15 227.1 91.1 35
X~ o0), pp'- 14.442 227.1 1411 40 227.1 169.1 30
X ~S5o0-) 9.450 162.1 133.1 15 162.1 1321 25
XEVRZ 3.782 127.0 109.0 10 127.0 95.0 15
RALYIR 14.923 271.9 236.9 15 271.9 116.9 40
/F20l, cis- 12.848 408.8 109.0 20 408.8 299.9 25
/F20), trans- 11.539 408.8 299.8 25 408.8 301.8 30
FFEBITVIY 12.210 175.0 112.0 15 175.0 76.1 40
INSFHY 9.633 291.1 109.0 10 291.1 81.0 40
INSFFIAFIL 8.284 263.0 109.0 10 263.0 79.0 35
NXyyooar=uz 7.761 264.9 193.9 30 264.9 155.9 30
RyoOoaRvEy 4.459 249.9 2149 25 249.9 142.0 40
RygoO0ORVYZ I 6.866 274.9 239.9 20 274.9 204.9 35
Ry&#o007TZ)VAFIVIATIL 6.283 264.9 236.9 10 264.9 142.9 40
RXyyoO00FF7=V—) 9.016 295.9 2458 40 295.9 262.9 15

(<)



{ta¥na

NILX KU, cis-
NILA MU, trans-
JxF kL -d10
Jxz/ MUY
=/ D e
mL—b

mboyv
RAX Y b
EUSRIAIFIV
EUIRAXFIV
JOV=RY
JO7Jx /KA
ZJo/\oojb
JO/N)bFv b
Janyvv
TORY VKA
JOEY=ER
JOFAKRA
ESo0kRR

ES VYRR
EUS T VFFY
FFIURR
FUhEV
LAXBRUY
IRIV
ALk y TITFIL
Z)LFORR
FIEULKRR
43> (TCNB)
FTIILkUY
FARZ
FILTHRR
FIWITFSIY

Fh>o007=Y,2356-
T hS570LEVIRR

ThSX KU
THhSXKUZI
FAXRY

ML ORZAXFIL
NUZILF7ZZ
FU7L—b
rUFP YRR
~NUZILSUY
UVEBNUTIZIL
eEroovuy

RT (53)
15.703
15.798
6.863
14713
10.861
5.961
14.855
14.259
10.332
9.138
10.983
11.953
5.164
13.858
6.676
6.948
6.975
11.878
15.439
15.351
14.272
10.827
6.832
13.994
6.473
5.902
13.180
7.687
5.110
7.524
20525
6.890
6.907
5.293
11.478
14.299
14.421
6.161
8.392
10.623
7.470
13.241
5.808
13.865
8.311

EEMSYYVaY

JUh—Y414FY TOFIMAFY CE

183.1
183.1
188

183.1
274.0
231.0
182.0
160.0
318.1
290.1
283.0
207.9
120.1
135.1
2141
138.0
173.0
162.0
360.0
2211
340.1
146.1
236.9
123.1
2011
322.0
322.0
261.1
202.9
1771
125.0
231.0
2141
230.9
329.0
164.1
164.1
125.0
265.0
137.0
268.0
161.0
306.1
326.1
212.0

163.1
1565.1
160
153.1
121.0
128.9
111.0
771
166.1
125.0
96.1
63.1
771
1071
172.0
110.0
145.0
63.1
96.9
193.1
199.1
118.1
118.9
81.1
1731
146.0
97.0
1371
83.0
1271
47.0
128.9
104.0
158.0
109.0
1071
1071
47.0
250.0
91.1
183.9
1341
264.0
169.1
145.0

15
10
10
15
10
25
15
30
15
25
10
40
20
15
10

5
15
40
35
10

5
10
25

25
30
15
25
20
20
25
20
25
25
15
10
20
15
20
25
10

35
25

EENSVY

TUB—B4FY JOFI M

183.1
183.1
188

183.1
274.0
231.0
182.0
160.0
318.1
290.1
283.0
207.9
120.1
135.1
2141
138.0
173.0
162.0
360.0
2211
340.1
146.1
236.9
1231
2011
322.0
322.0
2611
202.9
1771
125.0
231.0
2141
230.9
329.0
164.1
164.1
125.0
265.0
137.0
268.0
161.0
306.1
326.1
212.0

168.1
165.1
186
168.1
125.0
174.9
75.1
133.0
182.1
233.0
67.1
99.0
92.1
771
104.0
64.0
109.0
98.0
194.0
149.1
97.0
91.1
142.9
95.1
138.1
65.0
156.0
1563.1
142.9
137.0
79.0
174.9
132.0
122.0
79.0
135.1
135.1
79.0
93.0
65.1
226.0
91.1
160.0
233.0
109.0

o3
Fv

v

CE
15
10
10
15
20
10
40
15
15
10
40
25

30
20
15
35
20
15
15
40
30
30

10
40

20
20
20
10
10
10
40
35
10

10
25
35
15
20
30
10
40



—VYvihki®
RERRZESO_VIVHHERZZAF v VB KU SIM E— RO
GC/Q THAMUZFLIE. WFNDI—XTH., 7IL YV D
LWYILFE—REFEAOZOI—=ILRRATUY NURE—RT
fEL. 5-uL ZEALE LIz 3 DD SIM XYy REBWT, &
XYw RT 60 EETFD. /5t 170 BEU LOILEYZE=S
UV IUF U, Fle. BIEEWICDODWVT 4 BEDA AV ZTE
ZHYIIULELURE, PV RDFAVRYa—3avl
R— MERY 7 b 27 &£927 BEDLEYESD RTL BES
FOAD WO KEPET —IN—XZHWNT, AFvIT7—%
ZBEEMICHETLE Ui,

BUCZVI V5TV %E, 23D MRM hS2IvavzEREWN
fc 7890A/ 7000A GC/00Q Y RAFLTHOHULFEUL, 3.33
ug/kg (ppb)~6670 ug/kg DEEZE 170 FEFEICDWT, ZV/I UV

#& 4. DRS pMEAWVEAF v+ VE—RD GC/MS. SIM E—R®D
GC/MS. MRM E— R®D GC/MS/MS [CKDSERER=—V I Ul
HRODHTHRER (X [EX Vv RICKDibEHRHE SN &
ZRUCVET).

GC/Q GC/000°
5 uL (RILFE—KEAD) 1pL
Jd—=JVRSLAF+> d—ILRSL ik b SL
BE + DRS SIM (ppb)
JoaRz)L 0.380
Ry&oOoORvEy 0.75°
~UZILSUY 2.3
FIILRUY 0.53
44-9o00RIJITT /Y 1.20
20JLEUKRR 24.7
o,p'-DDE 3.7
p.p'-DDE X X 240
o,p'-DDD 9
e :
p.p'-DDT X X 130
JrirYFy X  HEXAVwYRTEF HEZAVY RTlE
BwHaEng BHENT

a HIHX Yy RICKD. MHR 1 mL HrcDEEY 45 ¢ ZZTERICEREINT
WBTeH, ZUIFIDZV I VBV TIVICEEND INSDILEYDIRE
(&, RERICIFSBESIEDETT

b. CTICEEHUMERF. BREMOR/IVNA Y M2 TEDHDTY .

FUwIRT 11 KAV hOREREERLE Ulc. K 4 [CH
DROERZRLTCVE T,

YVIIMHEEXY v RFEEN TIFEL . DRS Kl
SIM F—=5 DFEFHADOVFNHIC LD RERBDOEEDH 7=
RUTWVWET (X TY—2) MUTIVEEEXY v RIFIRER
[CKOTERREDEZRET DI ENTRECLI, EHEINkE
REE. MERPTRESNIETYT, BIHXY vy RICKD
45:1 (RHER 1.0 mL [CZ2 Y 45 g) DEERTHY Y T)UH
BRESNTVSeH. FUIFIVDOZVI VYV TIVDRE
[F. RERICIFZDHELIEDET,

DRS DMZRWeRF v/ AV w RiF. F—IN—RIIEFE
Nz 927 BEDLEYZERHTER T, —7. SIM XU
MRM XVw Ri&. & 3 (7R 175 BEDY—5' v MEEWMIC
HIBRENE T, DRS CTRT T FYFUhREENX Lch. &
DRE(F SIM Efeldk MRM XV RTIER/FHAT U, DT
sl ¥—=0"y MEEYWAIADGC/MS/MS LHHEDE
T. ROU—Z2J D8I DRS ZFALz GC/MS ZFERT D
CEDARZRLTVET,

ZUIIR NI Y IRDBBENTVDICHMD DS T,
GC/00Q 737 Tl&. 1 ppb (1 pg/kg) FiBDESEE 3 FEFEE. 5 ppb
FmDEE 3 EEZRHIT D ENTEFR U, RI\URILD
MREHRRIE 3.33 ppb THER UTefed. SBHSNTVBEDS 5.
DR ZETEDEDFINEEEIEDE T, p,p'-DDD BKY
0,p'-DDT [F&RBE MRM S Y aVHEIUET. LWFNH
207 NS LDEAHICULDBES NI o fefesh, TN
2 DDEEYMIC DOV TCIIEZEBE L CEEHELTWVET,

28 (& ZVIVHITIVDRAF v U HHICKDES N
p.p"-DDE DEEANYRAIOVY RIS A (m/z 246) ZIRLUTWVEK
9. INS5DHON RIS LTRFENEFET DcdH. AN
MLESRIICTIVRY 21— 3y LN, EEEES
WMEZEITODFIEHETT, TIAVRU1—Y 3V (K 2B) (&,
20X NS LDBABRICE>TVET, B 2C [ClE. ALY Y
ZILD GC/MS SIM BT THESNC SIMZOY M S L (m/z
246) ZRLCWVWE T, YT FIV/ /A XL (S/N) [ 10 &@LU
TVERTH, FHEIMUCVWDKSICRAFT,

=5y MEEYSHTIE. GC/000 DIRMBENTNE T,
VI VHEK 1-uL ZFEA UTe GC/000 DT TIE. 5-uL =E
AUTe GC/Q SIM 734f(S/N = 375)[CEE~. S/N (434) B’ RYF CHA
/% MRM 20X IS LHE5SNE LTz (K 2C).



[2] lon 246.00 {245.70 to..

& bundance

EO000 4

50000 +

40000 4

30000 4

200004

10000+

5 ! . . . :
e WilGe 1283

[2] lon 246.00 {245.70

Abhundance

20000

15000

10000

50004

] ; ; . : :
ITirne-> 11.73 1291

[11] [_GCMS_PT]*Amdis extract... [= |[B][X
e bundancel 12137 . B

45000

40000

35000

30000+

25000

20000

15000

10000

5000

Tl ' e

D 59— 24601761

W 501750 S/N =434

1.3 4
1.2 A
114
1.0
0.9 1
0.8
0.7
0.6
0.5
| Sy p—
0.3 1
0.2+
0.1
0.0

0.1+

=238

HAY Yk x10°

T T
1.8 1.9 12 121 12.2 12.3
DAL EERE (92)

2. ABEESOZVIVHHAS-uL DI—)L RATUw RUZEAICKDESNSE p.p’-DDE BEA 7>/ (m/z 246) DY AT OX hF T Lo
B) FOvRUa1—av#Ed (A) EALIZOY RS L. C)AUYYTILE-pL DI—ILRATYU v RUZEAICKDESN T p.p’-DDE E
EAF (m/2246) D SIMIZOX RIS Lo D)BAIUZV I UMER 1-uLl DRy fRATUw RUZEANICELD GC/MS/MS DHFDEES LU
EMRNS VI a2 (% 246.0 » 176.1 HKU 246.0 = 175.1), S/N [FHIEA T VB LUEE M5V I 3D peak-to-peak YT F)b/ /A
AERULTVWED, 2 DD RSV IV ayA74 (D) DHEIF 238 T. p.p'-DDE DEFEEZEMTITVET,

FEY MUY I R[CBIFSH GC/MS SIM & GC/MS/MS MRM
DL

3 . BERMEWIC pp'-DDE 10 ppb ZFRMUIZED
GC/MS SIM 2#f&ERE GC/MS/MS MRM SfisRZ LB LT
W9, EAIDRZRDE. BEAZ > (m/2246) D SIM —0
NhISLTE. UV, FeARY, YOI ITY FU

10

VI RO VYITYTILOR MUy I ZATFEHHEN L TLY
BIENDEDODET, TNICH LT, GREID pp'-DDED
GC/MS/MS b3S IvarTld,. EOMEBRCTHTHIFRS
NELBA,. EERSVIVIaVICREND S/N EOKREE
(246.0 — 176.1) [&. ©J ppb LX)LT p,p'-DDE ZEHTESD
EERULTVET,



EIC

(246)

dance |on 24800 [15.?0 to 2
G004
400
2004
I:I T er.T- T T I T
> 11.48 12 45
dance |an 246400 [2H5.70 to 2.
G004
4004
2004 L
[‘-.- ot i
D T T T T I T
= 11.48 12,45
dance |on 246400 [245.70 to 2
B0 '
4004
2004
’\'H ¢ L‘“\-.w.fl-w-"!ll\rk*
D T T T T I T
= 11.48 12.45
dance |on 246400 [205.70 to 2.
600 U‘
|
4004 |
2004 L‘»
JI"‘“‘\;\«'P‘L
D T T T T I T
= 11.48 12,45
dance |an 24E.EIEI 570 ta 2
BO0
4004
2004
il o
D T T T T I T
-+ 11.48 1245
3.

MRM DHTHESROLEE. ERID p,p’-DDE

FrAY

Yoauz=vy

\

wRoLYID

\

AUV K x104

Counts x10*

AYY bk x103

HAYU K x103

AUV K x104

0.9 4
0.8 1
0.7 4
0.6 4
0.5 4
0.4 4
0.3 4
0.2 4
0.1+

14
12]
1.0
0.8
06
041
021
0.0

o= N WO
T A

O = N W PR Ol ®©
T S S S R

{ — 246.0 — 176.1
| — 246.0 > 175.1
Ratio = 23.5 S/N = 448
18 119 12 121 122 123
Acquisition time (min)
| — 246.0 ~ 176.1
4 — 246.0 > 175.1
2=22.9
b S/N = 241
118 119 12 121 122 123
DA HBER (53)
1 — 246.0 — 176.1
— 246.0 —>175.1
th= =233
S/N = 446
M8 119 12 121 122 123
EDAHBER (43)
q — 246.0 — 176.1
| — 246.0 > 1751
tE =236 S/N = 456
T T T T T T
ne 19 12 121 122 123
BDAHBERE (99)
— 246.0 — 176.1
— 246.0 > 175.1
& =240 S/N = 260
M8 119 12 121 122 123

DA B (3)

5 EFEDE/EYMELRIC p.p'-DDE 10 ppb (10 pg/kg) Z30 LIZZED GC/MS SIM iR & GC/MS/MS
SA A2 (m/2246) D SIMZOY RIS L & ¥ NUwIRD

FHEMBIMULTVWBCEZRLTWVET . GRID pp'-DDE DS I 3> (246.0 — 176.1 BKU 246.0
—175.1) [FUU—2T. S/N X 241~448 TG, FAEFINT 1L T,

1"



= MlEER

CCTHDOEFTCVWS 3IEEDTI=ZvIldF. WFNB LY b
HWHERIC 1 ppm TREND 2700502V ERHTEE Ul
ULHhL. 20070Z)LREYPTHBDIRXyFZo00XIY K
U)LZEHTEZDIF GC/Q0Q ZIF T, AIEEBER 9.3 ppb T
Ufco 4 [CiF. Xyro00XYYZRNJ)LD MRM ~S YV
Jv 3 &, 3.33 ppb~6670 ppb DEECHI(I D BREBEETL
TWVET,

ASLDINYITSvya

GC/MS TARHMDZNY U TILERITT 255, BRITEA
O34 FZXBEU. AT LZYIT2RENSDFT, LD
SITIF. 5 UfEREZHENICITOTVET . CNZETDH
FONE. IRV YIRDSAFPASLICEREL, 707
TST4ICEBREZRIFLET. PHT. 5 ULIEEBEYH
GC NS LZERAULTBEL. 1A VEZESRULET.,. 5K
E AFVEREZUEINEEDFEBA. COBREICE.
GC/000 #EDWELEBRLTVDBDEEZSNET .
GC/00Q #FH#[F~ MU v I ROEBEBEHOBICHEIC< Wz,
T VB (BEICK > CIFRIIDMNER) DFENNEICIEDET
AT FIADFERLICETNHABETY,

Agilent 7000A ¥ U—X ~U)LIUEMR GC/MS (&, 5975C MSD
ERUAREEAF VIREEX Yy FRROEBZHRALTVR
9. INSOBRIF. ETNZN 350 °C SKU 200 °C FTOHHNER
HE[EECT . TNICKD. BHFRY M v I XD DHRHER(C
HETHHETH. HEOFEDKEBICERSINET,

J0OX ST MEDELZEE, (7 VIERFOUNELZE
WO T TeHDRRDFTAEE. DR IFDIEIC GC A3 L
ZN\yITSv1FBHIETT, M1 [TRLTVDIBEHDES
. FrESY - JO0-FIARX 2 YA RTUyIHlE
N=IR7IVT 4 Xy NAZAY) OFEAZLF. EFAOES
ZTONE. N\vITSvya1ZaHhEd 3~5 DTEMETE
F9, CONwITSwvallkb, ASLTO-DERL.

BRRY MY IAFEODNS LNy ROSBULHEEN, FA
AODRTYw bRV MOSEHEENE T,

ARERTIE, RREBmMER 1-uL Z 6C/000 X F AICH 100
BEFEALTH. A5 LW MS MHEECHSHFRIERELUIEA
TUfco GC/Q YRAFTATIE. ASLBRTEFAODX YT T
VADKENEUDETIC, RAUHMHREFIF 300 uL ZEATD
TENTEFX U, FrESY - JO-FNARAZRETN
(. BESHOEZRRZETDFICAYTF I RAZRET D
CEBTEET,

Agilent 7890A/7000A kY J)VMER GC/MS YR T Lld. BE
D=5y hAMICEUCRBRE ERERZR/ATVET, Y
FIWHEEX Y v RICHERTY b v I ZBREOFESHARIEIC
D, REDERGITRKD SNDE ppb HOREDEE=E
BEIATSTEHTEFXT, HLDT—ATlE. 6C/00Q (Y
VWL ZFALERHDESH GC/QICH YTV b-pL %2
FAAUEE LD BRFFRERIESNE Ll

erEU. HEEEDREZERHTEDRAIU—ZVIXY Y R
[FKAE UV THETT, DAV Y REULTIE. IV RO
FUWIILFE—REAORLKDREEEIAZAVCAF v
E—RTO GC/Q D&, PILY FDERESKURDMWN <
HEMET —IN—ZAB LU TFAVRY 12— 3V UiRk— MERK
VI b7 ZRWT -t ah BT EZEHEL
FIo 900 FBEDULDBERYEZRX Y YU—="7 (DRS =
GHE 6C/Q) T5H5—HT. ENKOHBIMHDY -5y MEE
MOEBMEDHT (GC/000) ZRIET DIHFEICIF. D 2 DDT
JO—FHRROHEFEDOEEVZIFT. WFNOT7TO—-F
B, ASLDNY I TSy 1%ZFRATHIIENTERT. B
MMERIEEDTHIDLZNYS VTV E DT HEICIE.
Ny oI5y a1z B<HRLET,

Ny&o00XYYZRYIL-11 AL 1T UNIVER 1R~ 11 R MMEF. 00C
y=-0.0030"x"2 +670.6288 * x - 343.7991
R"2=10.99970460

A | — 274.9&239.9 B 45|
9y | — 274982049 :
2.0 H%=62.1 /\ 4.0
181 35 1
o 161 e 3.0
% A % 25
212 X
N 1.0 N 207
Dos- Ris
061 gl
0.4
02 05 1
0.0+ 0.0
66 67 68 69 7 11 -500 0
DA BB (%)
4,

00XV YZ M JLOWEER. TREREGES > 0.999,

A) b¥ MALRD SIRE 9.3 ppb TRESNcRY 700NV Z NJJLO MRM hS2Iv 3

12

500 1000 1500 2000 2500 3000 3500 4000 4500 5000 5500 6000 6500 7000
ZE (ng/mL)

>, B)3.33~6,670 ppb ICBIFBRY S
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