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Agilent 6495 U)LY EEHR
LC/MS AT LICKD
gxklkea sub ng/L LAR)LD
A wh<BELLZEDHIE

77U —3> /—k

D7 TV —23ay /) —kTR. A4 FZVvIRIVFIIVITZOVavEZSIIUDT
(DMRM) B LU ERIENS (RY T4 T/ AT« TJ) IDEZE—RTEMETDHLL
Agilent 6495 RU)VIMERR LC/MS VR T L7ZERU TEREIKHPDIEEE (ng/L) DA
D <ELEZE¥E (EDC : Endocrine-Disrupting Chemicals) ZEUW\EE., BE., EREM4
THET BHEICDOVTEHBLE T, BB (SPE) XV YRICKDFEEFEHHD
DUV TIVERORDDIC. D LC/MS VAT LOBVWREZEFIAL., KEKY VT
IWOXRBEIAVINEAZFERT DI ETHITZEEGRIELEU,

Agilent Technologies



FUBIC

KABRICHEIFS EDC DFFEICHL. KR
BOBRENDRRZENDEENS.
BIDEFOCTVFET . APEYDHE
MUz EDC (&, ADBEMYPRERK
NOEZNTHHZRBULTETKICA
D, BKUIBTSVMIEELE T, &F
SFRFLETOER (BEOFMERIEE)
TINSO EDC ZFRELIFLE. BREK
ROBRENDIEDHDFERT . BLIE
E O EDC [FADMWRICTFHL. £EYF
IEFZDFRICERRIREZS|1TRIIT
ENBOFERT, IAMOFVEF VRO
ViFmolftbE Mt bZESIERIT
b, EETREINSWADIEEMHKRE
ISEBEERDTVFTS

#RTKED EDC DL ANJVIEEID AT
BERICKD ppt URNIVETHREISNT
WE T (EPA XVwk 539, EPA XV wR
1698)* %, TOKSITILERE (ng/L FclE
pg/L) THBHICH T ETIFRELRR
BEHEULET, NARDON T IVEER
LC/MS Y RF LZEAVWTHEETIRS
(&, B8 (SPE) Flz (&R mE (LLE)
ZFEARALET, ZLDIBE. UUTILE
WHANET, KEDBEHELFEOL
W2FIEBREESNET S,

COF7 TVr—y3v /—NTld, LETD
FIU—ay /NIRRT IHRRE
SHBAL. 6495 NUJ)LIMEFR LC/MS D
REGQEZFNRLESHD—o70—0
GE{tERLFT . NUTIVMERR LC/
MS VR F LICWLWK DD DEEHITHN.
PHTEEED A EUFE L, BIBRELT.
HFUWIOYNIVRAFUHZRICKD
TJUA—YaFVEBEOE L. FHfelC
HREtENeh—TB LU FT—/\—ROY
JavEILICTELD MS/MS AXRIKNIVIE

FEMEDELE. 20 KV ETDSY A1/ —RIR
EETHETDHLLA A U/HEHER. 5
LWFa—U7)VdUXLICKDRED
KUREDEA LHENBDFET, EHIC,
6495 RUZ)LIUERR LC/MS ¥ AT AT
[FXEEFH D Agilent JetStream 1 4>/ —
RZETATVIART—=IAF IV T7RILE
KUNFHRT7FrESU—EHIFED
BBHTET, LOMEROEVAFVER
EGVTVVIZRBEBLTVEY ., RE
DEEICKODTKY VTV EKREITEA
TEBDELIICHED, ng/L KEmDiEH TR
(LOD) DEHZHIT lesbD YV TIViE
BORECHEDET,

RR7TE

HESLVUER
HESKXUBEIX. TXT HPLC-MS i
FDMILV—RDEDZERNE L, X%

IFZIVIARRSIF—=)b

1. IRNVEYDIEE

J=ILBEKUT7EMZ=RUILIE Honeywell
NoBALFUR, BH#KIE, LC-Pak
Polisher B&KU 0.22 ym XV TV 1—X
AV A—KUwI (Millipak) Zfig Z 1z
Milli-Q Integral ¥ AT LTEBELFLI,
Tt 7 VEZ U LIE Fluka hS5EBAL
(338869-25 g). CCHhSEYIFED Tk
PVEZD L% Milli-Q KISEELT 5 M
DEFBZEAHUELE. 1 DDESIZEIC
ERRIVEYDRDEETEZEND EPA
539 FvUTL—Ya B[R K %= RESTEK
HSBALFLUR :: 7YRORTYIFY
(99.9 yg/mL). I #F U 2/ (200.0 pg/mL).
17-B-TANS YA —)U (250.0 ug/mL). TR
RUZ—JU (E3) (200.0 pg/mL). TAROY
(E1) (200.0 pg/mL). 17-0-TFZJLTARS
IF— ) (EE) (351.0 pg/ml). FRARRF
O (100.0 pg/mb)o TNSDHRILEYD
{EZEEZR 1 [TRLFET,




&R

EPA 539 F+vU T —YavViBERKEE
ERL. X5 /=LK (1:1 v/v) 8K T
EREERARERABNUELR,

RAREBRDIEEMREFRDES
bTd,

FPYRORTFTVIAY 10 ng/mL
T+ :20 ng/mL

« 17B-TARSIA—)U (E2) : 25 ng/mL
TARUA—)U (E3) : 20 ng/mL
TAOY (ET):20 ng/mL

17-0-TFZ)VITANSI7H—)U (EE)
: 35 ng/mL

FARRF0OY 10 ng/mL

SARERRZFERLUT, R 1ICEFHIC
mUEFvUT LU —2avRT7ZKiEK
THREULEUR (67T KE. HhUT7
IWZTM BV 5555),

(EFER

JOXBMISTICKD D EE %=, Agilent
1260 JXA F UK 7 (G13128B). Agilent
1260 Infinity #Z2#EA—RS 7S (900 pL
WW—T%ZEA Tz G1329B). BT ILSGH]
2= (G1330B). Agilent 1290 Infinity 75
dVIN—b Xk (G1316C) THER TN
% Agilent HPLC A F LTITWE LT,
HPLC ¥ A5 Ls7& Agilent G6495 RUZ )L
MEE LC/MS Y RAT LICHEELE LI,

NUZ)VEERE LC/MS Y AT L (IN—
23> B 07.00) FH®D Agilent MassHunter
TF—IWMDIAHET — B DIAHUIE
[C. Agilent MassHunter &% (/\—2/3>
B 06.00) &KV Agilent MassHunter £
YIRGIT (JN—T3 B 07.00) £F—
FBIERALE L,

XYYk

BEAELT0AMM JvE 7 VEZD
L%z, BEB ELTXY /=)L 7R
RUIL (11, v/v) ZREWENAFUTS
IIIRAVYRZEERAULE L, Agilent
Poroshell Phenyl Hexyl 2.1x100 mm.
2.7 ym A5 L (p/n 695775-912) 7= ifi
£ 04 mL/min THERALFLE. 95T
IVrDEFMZER 2 ICRULET. B
LGREZ 40 °C ISIRFFL. 900 pL DF
ASZFERAULELRE (REI/HHRE :
1,000 uL/min, XN/ 7 JLTDZ=Z—RIL%
F 1100 % X5 /—)b)o MS J\SA—%
CEEVMEBEDMDIAHERTEZR 3 H

KO 4 [CEFNZEFNRLET, 1=y
2 MRM EXDAHE—RTIFY 1 T ILBF
B7%z 500 ms [CHAEL. RI\BLURK
FaIILFA LIE 341 BEKU 249.1 ms
TUIz,

BIENRTHDRIVELEYID MRM
NSV YYavE@EETHIUIIVT
2 J)LF—I&. MassHunter Optimizer ¥ 7
rOT7ZFEAL. JO—FAPHICK
DiRIFTATBRORAHTATE—RT
BHEMICAESINF L. 414 VIE/N
S X—%[&. MassHunter ¥V — X &i#E 1k
V=)L EERALTREELEUR,

KR 1.KEK (BUTAIV=TMN. Y55535) TRRUIcFrUTU—2av Rl

TA

AFOv FVRORTY IHFUY E3 E1 EE E2
LAV (ng/L) JA (ng/L) (ng/L) (ng/L) (ng/L) (ng/L) (ng/L)
6 10 10 20 20 20 35.1 25
5 5 5 10 10 10 17.55 12.5
4 1 1 2 2 2 3.51 25
3 0.5 0.5 1 1 1 1.76 1.25
2 0.2 0.2 0.4 0.4 0.4 0.7 0.5
1 0.1 0.1 0.2 0.2 0.2 0.35 0.25

K2 ISIIVRDER

R IMSN\SA—=F - IRIFATHBKV
RAT 4 TR

I
0.0 1 HARE 210°C
4.2 1 AR 15 L/min
55 35 XIS 45 psi
12.0 95 V—=AAXEE 375°C
121 1 V—RAARTR 12 L/min
Ay TEA L 16 FrESUSBE 3,500/4,000 =V
ARG A L 6 J X)VEE 0/0tV
FIL% EMV 250/250 £ V
HP RF &£ 1907190 £ V
LP RF &£ 80/100 £V




BREER

XYy REREDE E

6495 KU JLUIMEEE LC/MS DERETDHL
RICKD, 1A VEBENKEICEHLEL
el EDMDFELUE, E5IC. CDEH
BT BICRATATAF VU TES
TAVERRMUET., K2 (T, 6495 BU
Z)VIMERE LC/MS T®D 0.25 ng TARO
VDIHEERUET, 6490 B S HEEIL
FEEEDIMBEDEMIE. CDOXRERTHRN
o1 BEDKRIVEVT 2~5 BICEDF
Lz

RERLETER (IDL) &Y

EETIR (LLOQ)

IDL &, HEDEBEET/I\vIISIUR
A ADSHEHNICXBITERESEE
B BEDICHELERTRRYDORINE
ZiEUET. CO7TO0—-FIF. 28/
AZXDEEHE, Y TFIV/ /A XL (S/N)
DEFSIFREFECEET DTHEN
DEREICIRIIBET . HROBRES. B8R
KEPDRIVEVZ ppt KiGDLUNRIVTHE
HEgEN EDIDZT AT BIdIC, R 1
([CHEV). RREERRZFERALTENL
B EKEXKTHERUE LR,

IDL D ERICDVTRICEHBALE T,

CZTt & n-1 OBHAEICSHIFD 99 %

(1-a) DEHEEICHITU (n = BORULZE

ADEE, ZDIHBE(E 8). RSD % (& n B

DEORUVFATDREEICHIFTDT

FIVEEDORNEERZE (FBEE) TI .
RSD%

IDLgys=teSD=te . ed
LCMS ( 100 —

K 4. 5= YMEEYD DMRM )NS5 X—%

JUA—Y MSI1 JO5Jk MS2 RT CE CAV
A=g7E2 12>  DEREE A4  HEEEE RT  D«VRD (V) (V) @i
17-0-TFZ)b 295.2 T4 7 AN 145 JA4R 12.4 1 47 2 -
IZANSIF—)
17--TF =) 295.2 AT AN 159 JAR 43 2 -
IRNSIA—=)IV
17-B-TARS 271.2 PRGN 183 d1=whk 12.2 1 47 2 -
IF—Ib
17-B-TARS 271.2 PEGVAN 145 d=wb 51 2 -
JA—=Ib
7VRORTY 287.2 d=whk 108.9 d=whk 12.7 1 26 2 +
IFY
7VRORTY 287.2 d=whk 96.9 d=whk 24 2 +
IFY
IV 267.1 d1=whk 265.1 d1=whk 12.5 1 28 4 -
Iy 267.1 d=whk 143.1 d=whk 42 2 -
IZNUF—IL 2872 UATAN 1712 TUAFTAN 108 1 4 2 -
TIANUA—=)IL 281.2 JA4TAN 145 T4 7 AN 5 2 -
IhOv 269.2 d=whk 145 d1=whk 12.7 1 43 2 -
IrRhav 269.2 11Z=wh 143 d=vhk 61 2 -
FANZAFOV 289.2 dZwhk 108.9 dZwhk 12.4 1 28 2 +
FANAFOV 289.2 d=whk 96.9 d=whk 22 2 +
x102-4  269.2 > 145.0,269.2 > 143.0
Ratio = (92.5 %)

2.6

2.4+

2.2

2.0

1.8
a
R 1.6 1
R

1.4

1.24

f

1.0 4

0.84

0.6

0.44 T T T T T T

6.0 6.5 7.0 15 8.0

DA R (97)

2. Agilent 6495 NUZ)LIREER LC/MS Y RT LD T F)UsEE (15 L L(T 0.25 pg DT ZMOY)



KHIC.RSD % & IDL ICMATEER 55 5. S UT IDL B&KU RSD % &
Tl RANA U BREZRUE T,

A=k BE (ng/L) RSD% IDL (ng/L)

B3 o, XUyRDDEHEETT - 7-IFZIIRANSIF—) 1.8 148 0.78
. BEUEEY (U4V T4 T7APB&  THIANSYA-L 05 135 0.20
Uo4UT7A4 YRS Ia) D MRM FPYRORFYIFY 0.2 4.3 0.03
JOXMNISLZEERTHRRLET, IFUY 0.2 37 0.02
IANIF—)U 1.0 5.6 0.17
Z~ov 0.2 7.2 0.04
FANZFOV 0.1 103 0.03

IHAVTA4T7AY (E—2/”). &f& RSD %
< 20, BXU 80~120 % DEE{EICDL
T LLOQ fEZEETELFEL (S/N > 10).
=N/ LLOQ fEl&. 0.1~1.75 ng/L D
IDL fB (F—#[FRULTULEW) &8N
HEREfRZERLE U,

x104
8.5
8.0
7.54
7.0
6.5
6.0
5.5
5.0
N 454
R 4.04
3.5
3.0
251 17-a-TFZIWIRNSIA =)V
2.0

1.51 IZNUF—)L
1.0
0.5
10.4 10.6 10.8 1.0 1.2 1.4 116 1.8 12.0 122 12.4 12.6 12.8 13.0
EDIAFHBER (5)

FARZRFOV

B 3. XV YRDD BN EZHIAT BlcHICERTRRUIC T BEDINTOMIVEVZZTF I IV—2aviBEs DIORNI S L (I4V T«
T7AVBROIAYT7A VRS IIV3aY),



LLOQ LAV TO. Fh@ENITENSD
INTSLZE T DDITRTODRILEVIC
DWVWCTHE 4 [CRUFRUT,
—MRM (295.2 - 159.0) Op5ppt ~MRM (271.2  145.0) Op5ppt + MRM (287.2 - 96.9) Op2ppt — MRM (267.1 - 265.1) Oplppt
X102 12420 45 X102 12147 % X103 "12.692 % <1024 12522 %
55 e 8- 2136 8063 o 2168
5.0
| 459 IHUY
4.0
N
N 357
R 3.0
25
2.0
151 .
120 122 124 126 128 18 120 122 124 126 124 126 128 130 122 124 126 128

DA (53)

—MRM (287.2 - 145.0) Op1ppt
*10.730 573
4536
IXKY
Z=Iu

x102 4
45-
4.0

— MRM (269.2 = 145.0) Op1ppt

Ixb~Ov

DA (53)

*12.634

3
1439 x10

2.04
1.754

4 154
N 1.25
D 1.04
R0.754
0.5
0.251
0<

DA (53)

+MRM (289.2 - 96.9) Oplppt

*12.337 9
4776

FARZRFOY

T

10.4

16.6 10'.8 11'.0
BD;AH R (5)

T

126 12.8 13.0 12.0

DA FEER (9)

12.4

122 124 126 128

DA B/ (53)

4.LL0Q UARIVISIEW 7 FBED T RN TORILVEY DI AU T 74 MRM kS Jvay

Bt

BEiREF, 2 HTOREERICHILT DR
A O UTeKBKY VT IV 7EERL T
ffiLELC (R 1) TFUVBKU 17-8-
IRARSIA—IVDIRERZR b [CRL

<105 TFUY -6 LU 6 LAILEER, %1047
44 KA N 44 A NMER. QC 55
2.5 y = 12471.659549 *x — 683.699386 :
2.25- R?=0.99650697 5.0
90l FA7  BRESR B BRI 1/x 4.5
175 ‘3‘2
qn 1.5 T
12 9,251 g 30
']0 2 25
7 2.0
0.75- 15
0.5 |
1.0
0.25 054
0’ 0,
T T T T T T T T T T T -0.5 T

T, INTCORRIEEYDERESE

X9 HHEBFREL (R2) DX

ZR 6 [CR

ULET. ENZENICEHMTIFRE 1/x =

BRAULEXU.

8 10 12
BE (ng/L)

DA (53)

17-B-TARSIA =)L - 6 LRIV 6 UNILEER.

| 44 WAV 44 RA U NMER. ..

y = 2106.472502 *x — 247.242686

| RZ=10.99560663

47 BRER  ER EHMIT /X

14 16 18 20

5. ZNNA I UIcKE KB VT IVARDIFUYBEKU 17-B- TANS I A — )L DIRELR

BE (ng/L)

1 1 1 1 1 1 1 1 1
10 12 14 16 18 20 22 24 26



= 6. @EER/ (SA—5

BRIZI5IEL i

17-a-TFZ)JVIRSSIF =)L y = 804.12x — 255.39 0.996
17-b-TRNSIA =)L y = 2106.47x — 247.24 0.996
PYRORTVIFY y = 43246.58x + 2273.65 0.995
I+ y = 12471.66x — 683.70 0.997
IRRUA =L y = 2257.79x + 277.07 0.997
IX~Ov y = 8749.02x — 656.93 0.996
FTANZFOV y = 65307.71x — 2825.52 0.994
o eENH

EPA XV wR 539 OEHIFHRKILEY
DERE. SRE. SEEDTEED
HDFRTESWE LC/MS/MS XV wR
7. Agilent 6495 RUZ)UIME R LC/MS
VAT LEFERUCHELE U, 0.02~
0.78 ng/L DEEDHESE DR TR (IDL)
ZERAL. VI FIVEEDRBEICEDN
THFEDREMD EZRULE L, BE&
FEDHH DA TTA VEEMHTIEE
< KEBKHFVTIWDIALVINEAE
AurcERbtesnfcamo—o70—
T. ng/L KD IDL ZZERHLE L,
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