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EZHETIRD—BNBIERELLHE.

BB, CCTHRUEMSOEETCH > TEAEREOEBMERETISCLORDS
NBESEZDOIEEERRALUTERL.

1. AROFER, EREUREF

1) FROFERICHE > T, BItEZVREOFROENICERTSCEDENKRD
FETD., ODESTFREMBAIDHIE. STy IIARFOEOZAND.

2) FREDBRICYE->TIE, TSVIRREREBLU T, DTTRMEDBRIEN
C BRI D

3) EMEESE. RTVUVR, HSRREDEDNE, SIARNEDBRIENCE
g UICRERY &,

4) EMBREE. HSREENULET vyREBREODEDZRANS. KIESEFDE
RICHE->TIE, TS YORBEETV. DITHIKMEDIBRIBNCEZRERT D.
5) RPEFDEEERE2ASHTEIE (FHROB—MHERRIDERNDS T ke
MUEEBRTDCENBFHULN.) ZERIL. ZFEDTDS(—NIEEHER).

6) NI RBAICIKRET D,

7) B RESHEE. ASABRNWLUED vRBIERFOEDZEAND. it RF
FEEOBRIRICHEZ ST, TS VIRMBETL. DRURMEBOBSREINRNCEE
iERI 2.

2. 888 -KERUTES

2—1 3BE-%B8
1) FARIDIINTORERVEEIL., DWHICEBFEZRESENEOZAND,

2) RPDOTREBEAD S, FEIDIINTORERVEEI I —VIERIARERICER
DCEEL. BHONEMBEBSHETDICENBHUL,

B>
- S 288.ESPD, 450°CT 5 BRI ENBRULET D,

- O—FY—T/INIRL—F— : KEBMI Yy VORICEERAS AL, TP 1L —
BEEETAD. FSYITKEFARAIDIELUTCTERNERISHODFTRENKIDIICT
B,

CH2AMBNITEE  MEBEARERR I DBICEBITDIENT, HAEDDT
FICEMRRII IO INEEEDHIEEZEHEUTERT D,
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1) BREOSOERNS,

2) Ov FBE%ES. CR-TRBTS.

2—2—2 #AE
1) SHEOCEOWEBONA. 13+ VHNA. BERE -PCBOWMA. J5I/LER
DA, HPLC AF R,
2) MECHH UTHEE. NRLE, HBFICIDBRTD.
SE2BODEICH > TEATIEN EEICRIFEEREIITNCEZERT D,
(i’ﬁJ)
FREK  BRKBRGREF CHELONDTDE. YRICM U T n-AFHYTHSETD
FUCRRT D.
- Rl FERNEASHERES. SHEDCTOERID, BREICHUT n-NFY
VTHKPI D
KRBT AU DL REREHNERAE. SHEOTDOZEARND. BEICHK LT
450CT 5 BAIM ENZRLIET S,
DURNTIV I ASLADONR RIS T« —RBAYUATIVE, A5/ —ILICTBERR
BUEZE. BEFIEL, BOESD 10mm UTRICEDRDIICHSAEE-D—IC
ANT 130CTHK 18 BEFNE LICHE., BRRATRREESHEICAN. 7Y T -5 —RT
REITD.
BEMRVUNTIVIEERI AT EPE N TBERERL. 28UER. ~U
IVTYY DAL —BBEET D, O—F ) -TINRL -5 —THRERZESE,
RO EBEICAN, TYT—Y-RNTRET D,

3. DA
3—1 HNBRZE (DU-YPuT B
1) BETSYOHEEBRET. DTNRMNBOBTREOMNCEZERIT D,
2) BEOBBICELUTIE, O—FU—T/VRL—9—, OFIWFF v a1 (KD BB
GERUZRWE DT RBREES CTOBRERFT D.

3—2 BIE (DREEORTIER. KIE. %)
1) ARZOV LTS5 /EEDHEHGCC/MS) DIRRERER R URIERLDFRE GC/MS

EONXIERMEDNRE TEDRHICHREL. GC/MS OBRMY. BESFENBISIRRE
THDICEaERT D,

2) HPLC ZED D HEBOIRRERESRR URIERHDFEDHIXIRIMEDY EJ;E'C%%G*H:
ICERTE L. HPLC S0 MxRBOBIRME. RESHSBURIKETHDICEEHERT

3) GC/MS. LC/MS TRIETDEEL. AIEBREEDHITIDMS) 't__ctéc_(‘:.b‘tg
F UL,
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4. BB TIRE
4—1 RBORWTIRE
1) DHERHNERBICHIT DRE NREZENSZAT LU EEDIOV RIS ALY
— U8B0 S/N=3 ICHEL T DREMS DN 8 ZEKE (HPLC, GC. GC/MS, LC/MS
FIOBREMREET DN, DITHB CTRETEDIEEERESRE 5 QU LROR
UAIEL, ZOREREZD SBERLTREEUTERL,
2) REEDORETIRE
RHAHNEAEL. ZOEEODMIENEDTIOVY FITSAE-DSEFRENED
E-oactmi. fRPoE-Ua0 S/N=3 ICHHLT IFEMERE . R
REFDOHBEULEZRAECHITDIBRHTRECTD. FANTE-DIO0HIRL
BIMESWICEL T, S/N=3ICHETRE-O52, BEMEEAT LIZEEDNE
—UBNSHEL. ZNICELNE-DBICHET IRENERE CRINGARESD
S8 ULEEZEMEOKRB FRECID. BR. SNORBETIRESBEREEE R
fBERRE L THRITNIERSE.

5. BEEBENRUBERI
M= 1 ITRUE,

AEBORERIOEDUTOESD, FEL. BREND, RBINSBEER
TNDBSIE. ZORRZHESNMCIDEEEIC, TRBBSIIREZERDBRIVEE,
BOWMSZTD,

1) DIEOREFESEFRT D,

2) SBREROREFDAROIRIRBE B, KIS, FIRBR T8, KIIEA. S
RFE8. REDSEFEILRT D.

3) AEMEICRIT DR OST - WROLER | ANEROBE - B, ERULES.
BIRTIE. SUHORE. REBMH. RENDE. EEBSSZ20R TS, EXESEN
RALERE. ZOBXCRORHEERET D,

4) HEMOER - BUCIEER - fBOX-H—-8, &S, Ov FES, {E., &
AR, BAD. BAKSERRI D, RRUCESZORRGEBHBE - BPh. AR
. AEADOTRABES) &7 D.

5) WIFO5CHR | EAKREARR. BERHN). BERRIE. BEORERAERIC
HEGSRESSONTNDCEEZERTE IR DAV EITSALAF). RIRK -5
BORREZRT .

6) DIDEHE - DOZIEREICHIDIRFORE. DMBARUZDIRE. D8, 2
WULEZEN. SICHUCHENORE. ARORTEIES. BVWZRRENRUERS. &
ELiRT D,

7 BRRBETISVD, 2EFETSVD. 2 BHRE(E-ARNCPILOSD 2 THAIRE.
SVEHRIRD S0 2 EAIE) FDHRHEERT .

8) RUFAEETIRG. REMEDOBNALLERER | AIE UCRENEPOSIES
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13) SEBSE DT Y I —F v UTU—Y 3V EHFDITENERI L,
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H2m
BUEMPOERT7 /- ADSHE

GREEDHE]
AR E, PIVIF-ADN— Ry IRURII—=TIVREBEA -y IEZBNTY
=Py L. BEREIOV TS D/EESHE (LCMS) TEM - EE8 I D"

T
(]

(&%)
IARTCOIESEIE, 70V ETSALT BPA ODNICEEDSTNWCEEZRR UIZEA
LB,

@ EBER: 271/ —IVABPARUERT T /=) Adis(BPA-die) I3, FRIBDH
REEEZAND,

@ BPA B#A0K - BPA {248 100mg % 100mL AXZT7SAICHE L, XHF /-
IWENZ TBER LT 1000 g/mL OIBERBEE T, BERREBEFRL. BES
REBRT D,

@ NSHEEME SR  NEEEMB & LT BPA-dis ZAL). 10mg & 50mL XD
SZTICHE L., X5/ —LENZTERLT 200 g/mL. DZERKRET D, AL
EEYEETEEEICEALDICNZ.LCMS EICKDIEZEESRRUARIBRZRE

EESN
@ BEBA-FJYI I PLIFTAND-FIvIEE FHP LY SmL THRBL
JEREATD.

MU —TIFRIEBEN— Ry IFS, THAL /=)L 10mL, K 5mL DIETHP
UIZB{EAT D,
B FBEEUK : BPA OBFEHUDITNIU Q KEZBND,

ZOOFAREIG TN THRBH DG HPLC BEAND* S,

(58]

RADEFIRUBRICANDRBET 3. BRICHERBEDDINIIBHAKRZTL. o8
TRV BPA BMEHEINBNBOEAND, F/C. A5 AEEHE. 350CT 2 5E 1 Do
2L, BEPD BPA OBREZHRENECATHRS L. BREBRICPERYTRIFLE
EOEERID.

(FBRUAIFESRM]
BIRICRER. SEREIOVRITS/EEDSHEIERAV. TlCmd &t (IRHD THI
ETD,
RIERHE
DHBHAS A C18 ZNSAT(AFE 2.1 mm. £& 150 mm, FifE 5um)
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NSLBE 40 T

BEE 1 0.003% P VEZPK—FPEZEIZ RUL(842) E7

&R 0.18 mL/min

FAZE 010 uL

1 ZVEE  TLO FORTU—A A CESDE AT+ TE-F
DSTAX IS —EBHE 90V

T -1 A m/z=227 (BPA). m/z=241 (BPA-die)

(RE#R]

NEMELELIC K DIREREER L. EE2Y9 D, BPA & BPA-dis DEBREDIEDSIRER
ZAVWCEEEZRDD,

ZEBMHAIES N SPEEYE BPA-dis ® 10 ng SAE BPA @ 0.5~100ng/mL DB
AL, 2D 10uL & LC-MS [TEAT D, BBICIETER AV KEH (selected ion
monitoring, SIM}EZRRE L. ZNENT Y -T2 m/7=227. m/z=241 [CXDBS
NIE SIM 20% RIS AL E—DEEERD,. BPA & BPA-dis DEMELLIC K DIRER
ZERRT B,

GGlEgiBmaDiBR) :

B 1 g IR, ANSEEMEBE THD BPA-disZ 10ng MXZEPEZ T HFUJIL 25mL
T 2OBREI T T 9D, &% 3000rpm T 5 DARMWDEEE, EBZDEU.
BESEETD, BEBRWEPE LY smL (OBRL. PILIF-AD—FU Y IE I8 ([C &R
I3, N—tUyIEPELY5mL THEFEHE. K5mL TBEHI D, BHRERIV—T
JUFRED— Uy IETERIL, K 3 mL, 20%X%5_/—/)U 3mL THEFEE. XF /=)L
3mL TBEHIT D, BEREBELZB L. 40% X5/ —)U ImL I[TE1R LT LC/MS iR
BRET D,

(RETIR - E8TR]
EREEBLETS VOBDEERZ (SD) O 3 BERETRIE (LOD). 10 BZ&E
ETIRE (LOQ) &I,

(FER)

E2T 1/ —IL A(BPA) 3, 1891 FFICEMSNITIEFME T, RU I —RR — S,
ITRFVRIIEDRRORUBIEEZIOZERIE U TZASINTN D, ZTOBEBREEEL
PRk 13 FEETN 49 B Y THD. BPAL 2 DFOT T/ —IEPERY 1 3FOHESE
R T, ZOURKEBEOHFRIRT, P, X5/ —=NICEBITRND, KIZIES
DHOWMEZEE LTS,

BPA . ZONBUDSEREBEEIENSOHEBTRNBEINTCNND, —O T, W
£ BPA B 5 I DEMRBENREIN. ZOBROIDERSINTUD. LD L. BPA
(Zx3T B in vivo RFEEDEBEURRICIE. SBRICEMERICEAIN TGN T — I,
B R RUEBBRETOXRSSEHNODEBRIMNDORESEZILIET IUNENH D,
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1 7EREE
BRI 3— 11|

URD > T, BMEIRPICE3ETND BPA OERE - SRERSITEOBESBYELIIN
TB. LHL. SENOEZEMBNE LT RGHERSNTNDSCEDS, BBRDICE
FNBIRGAVISHRUYDHICEBTIRSFIHE DD ESINTNBD. BERPICZSEND
BPA BHTICE I DRSIIEEAERBHIESEL.

F1 LCO/MS EAIFESRIEBRIEZMUECLE T, BETHD. &R, BROEECKDEH
REERDDEELESITDEEGH DD,

T2 FEG. KEERICEEROETHD.

33 Waters 4%, Sep-Pak PILXT-AN—+rUwI (1.7 EHHB.

¥4  Waters ©t8, Oasis HLB D —FUw I (60 mg) FH'H D,

ES5 BPAIR. ISRFwIOREEBEE, BEK ARy FOTILAF vy IRELCE
SFENTHRY. SRESNEERTDLHICIIROKEFICBE L. BIFTSVIEODIE
B EMINENDH D,

- FERUKICIE. BPA DBEDDIZNI) QKEEBID,
- DS ABEBREABICPEL R THRELTEAT D,
- A—-FU IR, MF-EEOBEETIVT Y3 TETD,
- AEBOMEFRIEICIE. T5RFvIBFyIRFEACT. ASRE YOOV
VIEEFBRITD.
- INIRU = —REPEF VY TBERITIRELUTHDEEUTUEAT D,
5¥6  Agilent Technologies B Zonbax XDB £15'% D,
F7 BENE 0.01%BEE— P R Z UGS OFBETRETH D0, BB
BEWEESDTRNENLNHD.

I8 BRI, ABREEZTFERELTRD, DEDDEBRDESATND, COC
EHS. MBEBOREDHEEE ULRBRESIGIRAIBEARE CTHDS. 20 IILRY
YUNTILTIE, BERDEREICHRATERNA, EEE. PHRUEBMOLTND

DEEPILZTERANDCEICKDBERDERETDCENTETHD. UL, 1B
EMRUPHOEE PV T TIE. BPA @OIREKD 30-40%THS (BREPIILIT T
60-80%) CEND. IEEORRECIEIBMEDBE P ILITAELTND,

{BPA DT EDENDY

MUN—MR— FEBEDICSEND BPA OMERERD. RMUD—RR— FEEESH
5849 D BPA ORIFEICIE, UV EHESORMIEHESZALZ HPLC ADNASNTE
2. UD U, IROREDEFRAPEICZSIND BPA BEFIBOTHETHD . SFBE.
SRREEDEBEOSVDINEMBE L SN TS, EEGRBE DO BPA BIEIC DN T,
RODWEFZEHDE GC/MS FEXO LCMSUMS)DSNASNTL D, GC ICRAWNSNTHL
DFvESI—=NDARBBNVDEEEEE U THRY. Negative CI ZRUVE GC/MS AR
B, BRELCEEBNTHD., £ARNDD BPA SIREE UL TEDODHREESNTND, U
MU, BPARTD T /—JUMKBEZELTHEY. GCAETENSANDEREOT—-UT
DREoNBTEHNS. BERICEESMUEERD, —F3. LCMS EIFSHRIbDMEM I
B BE. BREZICEBNTNDCENS, £EHEHNDOD BPA DINAE UL TRENA
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SNTWNBFEEZH>TND,
BRDOE T T J—ILADHE

OB (29

LEERTFIERIS 20ng)
FERZMI 25mL (BREY : 50mL)
AEY MR i, FihoEE (3,000rpm, Smin)

£ 8
l BEFZE, 7vhSmLICEER
Sep-Pak-Alumina-A (1.7g)

7¢FY sSmL %%

K SmLTEH
BHR

A 4

Oasis HLB (60mg)

K 3mL, 20% MeOH 3mL T
MeOH 3mLTBEH
S E, 40% MeOH 1mLIC SR

4
LC/MS (LC/MS/MS)
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B17ERHE

Er 3 —1 1]

BEEPO 7 S IINBE T RATIINEDO T E

GHABEDOHE)

BB S PR FIILICED IIIILBE I XTIV (PAE) = *2 & Hd U,
WMEREIOUII - PSANSLAPOVR RIS T ¢ —ICK>THE L, AR2AVRITS
D/ B8SHET (GC/MS) TR, E8%1TD.

DI DIR 15D PAE (X, I9IVBEY T FIL(DBP). DY IILEE T FILX > D)L (BBP),
DHIVBEY-2- TFIAF VIV (DEHP). DHIVBEI A TFIL (DIOP). D ILEED
v =) (DINP) THD.

BH. KEFEEIEATEDS,

(%]
IANTOHELEL., 70V I SAET PAE ODRICEEOBRNC EEERUEERE
AP
D BHEBEE  oNAFHY, PERZRUIL. PERYEBDSIVBTATIIVEAEAZA
VY. FRERIICERNT D,
@ HEKEERT FUDOA BRBEEHEMA%S 200C7T 2 HENRL. BSREATD.
@ 1T RUDA  DFIEBEIRTILEERAZE 200CT 2 BREANEL. RUSEEAT
D,
@ EEIK DI IZFILRBAOD n-AFTY Y TSP UIERBKERANSDES,
® DOUYIL:20UY—)UPR % 200CT 2 BRI L. UARERT D,
® PSA:RYTUILPSAEMLND,
@ PAEESESHE : BSIBER 20 mg # 20 mL DX R I SRDICENED. nAFHY
[CT20mL & L. 1000 1 g/mL BREHRT D, BEHRL. PAE BEBFRET D,
NEMEAEBHR - BT Y IBT A7 I-ddZESH 20 mg Z 20 mL DARXDI SR ICE
DI . nAFHVICT20mL &L, 1000 g/mL BRERHT D, BEFRL. B
SRESREITD,

[&E)

@ HZROORKRIST/E8HHt (GCMS) : EF 1AL (BED 1 AVERRUF
vESU—NSA (RTUY FUR) BREL, BRAAVEEE SIM) [CLDS
DU EEBZEAND,

©@ 20UII-PSANSA: HSZAMOOVFASA (BRE 15 mm, £ 110 mm)
2. 720U 1g, ZOLICPSAlg, HKRETHIUDL2g ZFRIET D, EAEHET
P Y 10mL RO nAFHY 10mL ZBVWTHERT D,

(RERBROEE) 2o |

BN 5 g EEISENLE (50 mL, 528 (TR, 8K 5 mL. P2+ FUJL 20 mL
RUNEIEESR (4ug/ml) 125 L ERNE, 1 DRREIF+ I3, 3000 rpm T
5 PRBRLORE. FEESIMT D, BBICHERK S5 mL, PR UL 15 mL R
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#2141 7TDEHSE

BRI — 18]

L. BRICERIETD. EBEESHE, RIETFUDA 15 g BRIE 5 DEIRE DT D,
PerZhRUNEEDERL., PRI RUER n-AFY Y 4 mL ZRNE. 5 SEIRE
59D, PEFZRUILBEDRL. BEBETD, BBEEHEEK 2 mLITBHR L. oA
FUY bmL ENAZEEEHEE (1omL, HSXRE) ICBT. 30 WEAKRE SE&. 3000
rpm C 5 DRELDE L. n AFHUEBEHNT D, KEBIC nAFHY5mLENZ. @
BRICBET B, nAFHYBEDIOUII - PSAASAICEFTL, nAFH Y 3mL TH
SLEHBEE. 5% P RY-n-AFHTY 10mL T PAE &3HT D, BHRERTERBE.
nAFH YT 1mLICEB L. BB3ERET D,

[GRERIRIE) ES2OHET
@ GCMS BIEEH . —BpEMTICTRY.
NSA Ea-ZXRYUB - FrESU-NS5L (AR 0.25 mm, £ 30 m, BE
0.25um), REIX 5% 7T TILAFILVY IV EFERT D28,
NS ARE 1 80C (34 —10C/ 5—300C (56 73)
FrUP—=HX ANUDA, ERBH0mL"3. ASALARE 1.5 mL/ 1D
FADRE : 240C
FATTR  RTU Y LR
V=D —RE : 300C
W% - SIM
T —aFY  FIICHRUEZ,

#1 Eoy—1H42

W B % mevr | FBAA | BRAAL
TEINEEL-1-TT N DBP 149 205,223
TEINEETFINNR D) BBP 149 91, 206
TIINVEED-I-TFINANF I DEHP 149 167,279
TINBEPAIATFI DiQP 149 279
TINEDAV ] = DINP 149 293
T I I)EE -7 F N, DBP-d, 193 227,209
TINBETFINR D I-d, BBP-d, 193 91, 210
75N -2-TF )N NF I, DEHP-d, 153 171,283
TN E 7T -, DOP-d, 153 283
TN )y DNP-d, 153 291

@ T2 ARBRO—EEZE GCMS [CFA L. & PAE OE— U ERENEMEEIDES
OE—DEETRUZEZ, BERELBUTESEI D, DIOP [JEXEX 2 KO-
D%, DINP X873 5 AOE—DERZZNETNSGH U TEBNRET D,

@ BRBIROIER : NEETEWMBES AIC PAE IZEBHE GC/MS (LFA L. & PAE
DE—DBEENSZENEOL—-VABETRUZBZAHANWTREREERT D,
DiOP FFERX 2 AN —D %, DINP BFER 5 ADE—DOBBEEZEZNZNS5TL
TE-DERET D,

(B TR - EETIR]
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Er 3 — 1]

BE TR RO EBETS Y20 DBP U DEHP BEZEBIL T=3D T,
DBP, BBP. DEHP [d 3 ng/g IC. DiOP. DiNP I3 20 ng/g ICEBET D, /. TE TR
[d. DBP. BBP. DEHP I3 10 ng/g IC. DiOP. DiNP [d 50 ng/g [ICRET D,

$=3:)

1 PAE I3, MU LE ZILEME (PVC) FHICEBINTNDAZEED—DTH D,
PVC BRERARVEBREME U TUALEASN. CNSDSDEHHDINITBEICK DR
BESRHNEBEICE > TVBEEMTHD. UELS>T. BEDNSRATDI ISV IEN
BREEZDED, DMEREITDLETIAFICRIED SV VEDERCICERZILADINE
HHd,

BETSVOOERBCICELT. MTOEBLNENTHDICEMBLTND, TN
SOEBISEREIDFVNSESICIIIBETIS YOO SIM 7O 7 1 )LEIC 100 ng/mL
LRIV DBP U DEHP BRI BDICT LT, CNHDCEERMIDE. BRIED
SYDEDN. FNEN 10 ng/mL UTFICERBENDD T, ARBEERRI DRICIEC
NoDORICBEUTERETDOCE,

D EATBKIF, TIIVBIZTIVRERO n-AFH U THS UZRBKEFRT D,
b) M=ILERY FRUXZRD SOOI NTDEEESEE (TN —5—-—DF5

W 7ESE) IE, 200C., 2 BEANEBL. BUSUEREIC, AT IBEMICIYILEET R

FILAERD nANFHYTHDRITD, BR. n AFHVHBEFHNBEICERMNG

WEDIC, vty FERNTERT D,

o) RERIBIEBBENICEIMITBFEOITATIIHEN. ZDEE, BHREESEELISMC

FENZNEDICT D, BIC. RP/TICRNEBSICRMIFLFERET D,

d) BAITDIRESE. PILIRCILTEL., BEXBRT D,
e) T/NVIRL—F—I(3, FRATIENICZIIVBIATIVABEP P2V ZRIBEZET

B,

D BRERERDSEIL. FEXITDEBRECIFERBEDIRRETITD.
g) ERY FDOEHHIEREADRBEESFICHANTINRDICT D,
h) R—=ILERY FEIBFEREESHOIRL, RLUTOTRWED L TBERZBHL

AN A
1) BN L TH,

) BOERNELFEHB,
k) MErELLD,

2 FETEYODT - HFCKLDREEELZERA U, @WXE%EUTM5OMML
DBP, BBP. DEHP OE2ENZN 2N 100 ng/g IC. DiOP. DiNP MOEEN 500 ng/g
[CIZDEDICHENURE EZOEBOINERIE, 98.8-148%, HBIMEERZEL 0.4-7.8%T
Hd.

F3 KB, KREODHICEWAIETHD. 2L, mBEPERYZAN. BES
ELUTEONDIERBE oA ATHVBE®E, JO0VII-PSANSLATHEREZTD.

4 BHRBEHREREEOR. BERHS PAE NSEALTVDIUEMENSENOTER
O7AAN
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5 BAETIBRKICHEC—IDROESNEBSICE. oA AFUHVICLIH/PERD
RUEMRI DERNN,

S¥6 PAE OPHTlH. &, RESCHREIDSLRICHDIRTDIUEDHDIZD. 7
SYUORKBEUTERL THOITRIEDICEAT B PAE EFIRETIUELDHD.

F7 EBERRUSMEESHITIHIC oA AT YOHEHEEA L. GC/MS DIRRBRZEF
TV IITBERL.

518  Agilent technologies 218 ® HP-5MS. HP-5MS SV. J&W Scientific LR D
DB-5MS E1' % 2.



F#E 5 e

"
==
i)

\

50 mLAREAEICANS

BEAkS ml, 7EMZ=PFYUIL20 mL.
AEERZRI25uLZFN

Ultra-turrax CI9BAREZS FHFA4 X

3000 rpmTH5 RBhLE O 9EE

BEKS ., M= MY nTHBEHEY

BT YD LLS g& R M
SoEmIRE O

7= MYIVEZE SR

T b= FUNBBHIn-NFY 4 L&
SHmEmIRE S

T MUIBESE

TEEZNUIE
| mEmx
BE

L

n~~NFH B

A 4

BEK? oL, n-~FH > 5 nLICER
10 mLEREBREICERT

0P EIRE D

3000 rpm TS5 RIE LB
n-~NFYEE SR

n—-AFH 5l TTHERD

SOY S-PSAR S A~BRE
-~EH 3 LT S AR
57 b>-n-~NFHY 10 nLTEE

B

lﬁE%fv

BE
lmA¢#y1mc%ﬁ
SRR

|

GC/MS5 1R

Y 0USA-PSAR S ADBERE

HIAASABDEICHSRT 4 IV —%E<
ZOUD) 1 g PSA1 g BiBEFRUDA 2 ¢
DNEICIEET S _

FEbh2 10w, -AFY> 10 L TESRTS

B BERPOIIIINBIRATIVEOSITEDIO—Y—k

Y E

21 7LEBHE

[Er 311




B

gpEEbhD 4-/ N7/ - VOShiE

GREREZDEE )

RN EEREESEBEMAL. BRI %, BREIOV T ST/EESME
(LC/MS(UMS))® ' TEM - EEZEITD,

BH. AREEIIRBNRUBKICEERTED.

(FHE]
INTDORELEILI, 20V RIS ALETNP OOHICKEBORNC EEER UEEAN
Bo
@ BES(NP) : 4-Nonylphenol BEBEDHB GEE%2 95.0%E) &HEND.
© EEBHEOBH  NPIEER 100 mg & 100 mLOXZXTSZIICED D, A+
BUENZT 100 mL EUTIRERBRZERET D, BE. XY/ —ILTHRUTEE
BREFRT D,
@ BHHBE  BBRESRA. JYIBIZFIOHAE. LCMS BZAND,
@ FEEROK =Y QKNEIHBBRDEBKEERAT D,
© NEHEEME (m-OP-ds) %3 4-(1-methyl) octylphenol-ds & B KF{LEDRAERIE
EMEE U TCAND, OREODBRMFAEICRBORNEE., BIIRERELCK
DHECIETHD.
(B8]
BIEOFRICANDEEL., BAIICHERERZTI. NP ARBOEDZAHND,
BEOERIIBIC—FORBTH S, BICHSAEEEIFESE. 200CT 2 BRI EN
#HU, BRBEDPONP DBRASTBENECATRRIT D, ABRICPZERYTHRBLT
AT B,
BSHESEBIE. HOHUHK 100mL EAFH Y s3ml ZIEHESKREC AN, £ 30
PE. BODFEBETSE, 8O0, BBEATYVERIEBE TS,

(=E)

BEROOVY RIS D/ BESHEHLCOMS) . LCMS £BICT U FORTU—1 A VIR
[CHBRBIRT AVBHEEIMICE Do TEREEEAND, RESOVETISTI /5
VT NAEEDWELCMSMS)ICLDBSEVILFIIV UPOY3Y EZ9DVYT
(MRM)IC K DDITEET D,

(GAERBRDFAH]
BHESLEBICK 100mL 508 2¢g TsE AN, AT 3mL. ABHEEYE m-OP-ds
50ng ZANT 1 BE. BRERBRETD., BONEAFHYYBIsEEZMNT/ VIR —4H =27
TREBuE L. X5 /=)L 1mLZAN. BERTBRULE. fBRBRC UL,
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ER3—1 ]

(GHERIRIF]
LC/MS O1RE&
@ LCMS REFEH : —BIZMUTICRY.,

SHAAS A C18 BHREANSLAMRE 2.0 mm. £ 100mm, R 5 ym)Es

NS OHRE © 40T

DHBBEB K PR U002 %BFEEEPVE_DA®OTITSIIT Y B

93, 30: 70 (8min)—5 : 95 (10 min)—5 : 95 (20 min)

DHBBEBODNR - 0.2 mL min

EAZ D 30nL

TIAMGE  TUD RORXT -1 A MEESDE RAT+TE—-F

MS EZ®—A A : m/z=219 (NP), m/z=224 (m-OP-ds)

@ M- T8 ,

LC/MS [CBN T SIMn/=219ERICHNTBEEIND 1 ADE—DIHBR -5 Y
DEZZER LU TCNDCEEER®E, FZOE-UBBEZEANT, B82E1TD. ABIREL
CEDESEEMT D. REMRIE. 1~100 ppb DEEBHICSNWTERT D, SREM
BOBSIE. BBICHK CEEROBEHBERITD.

LC/MS/MS DIRE
@ LC/MS/MS BIFESRM | —BIEMNTICTY,
DWMBAS A CISERENTANE 2.1mm. £E 150mm. K 5 pm)Es
NS LBRE : 40T
DHTRTSENNE : 2K : X5/ —)JL0.5mM BFEE P VEZ D /A F9)
DITBBENBORE 0.2 mL, min -
SFAE 20l
1ANMEE  TLDO FORT U= A EESDE AT+ TE—-F
EZH—AFY NP FULND—Y—1AY mz=219 TOFTL1AY m/z=133
m-OP-ds JUHW—Y—1FY m/z=224 TOF T 1A m/z=123
1AV TU—EF | -4500V
1AV —RE : 550C
@ Tt -E2
LC/MS/MS IZ HUYTMRM(m/z=219—133)AIFEIC BN TREEND 1 ADOE =D HIX
—Z2STUDHMEERLUTNDCEERRER., TOE—IOBEEZANT. EEZT D,
NEMEEEIC KV EEBERET D, REIRIL. 1~100 ppb DBEEHBHICHBNTIERT B,
SERESNOBSIE. BEICHUEESRORERRHZNLITD.

(RH FRBERUES TRE)

RERCAHVIRECEBEORESRRE 5 O LAE L., ZOREREECD)O 3 BER
BTIRE (LOD). 10 BEEE FRBLOQYPETD, BU. BFISVIDHDIEEICIE
BETSYOBORREEDT. BEBSREBIETISVIED DD, KEWIDFRERES
BWTEHT D%,
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F1 7EEHE

R 3— 18]

CERZ)

F1  LC/MS/MS &Eid LCMS SETHEOHDIBS. MRM E— FTRIEZT D,

SE2 NP [FETHD . ZILENEHEHDEDED II&M‘EUJL_KEJ'Cééo MmIRENT
NDEERIE. /DILENBRICHIRUCESREBHEES-—RODLRDIEONH D,
—RICEREANOEMHRND S, BEEEERICHULEE—D /NI -UDRESN
D, LED->T, BEEEEEREZRNWCHBN/EZHETHD. LDL. TRESNTUDE
SEEEROBDSHEKE DO/ —=NEX—-N—VE—X—ND—TCE0v FTKIDE
B3RGNHHBIDTIREET D,

X3 EBEDWSITHRASNS NP OWIEMESE UTE, BHEE 4n-NP (BEKF-13C &£
TEMUPDSETH DN, BHEHE DRI TEIMBEZMMSE SR, +DICRENHRE
BIETERZVBRENDH D, FCTT. m-OP-ds ZASMEEMB - UTRAL. NP OO
RERPFICHIETDCENTETH D,

F4 BETSVIEN—FICRDETHS (BRKZ 3~4OEE) ZEDIRT,

FS5 BERRURKREIL 2g THDD. HBROBEFFHABIK 100mL EAFYY 3mL OH%E
RWTERZEREET D,

6 BT BATIAIKEAFH YOS/ Y —ILERY FZEBNTATFY Y EDER
DD BE (-200) ICKDKERFRETD. UHU. ZOBREKEERT R DAICKD
RIKDUBIFIZU,

FT7 INIRLU—S-ZBAITIBEEHSHUH. PERVEOBEZRESBS L. 4

- DASBERNERRTD.

I8 RIS Mightysil RP18 GP, Y—TJ/LHr TV X ODS-3 5 EDH D,

FO BEMPYVEZVARE 0~2 mM OFEHICENTBALVANR Y ZAESZDREER
3 %,

10 BHTRERVDES MREOELIES Y1 AFY VEICRDDIKEREVY

2A7)IL) REMKEREEKERHR (EK10F 7)) TR .
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Ak 2g(7K100 mL)
H,O 100mL
AXxH 3mL

RY
1hr

ANFH B (HAK)
BIDI/NARL—5—
(40°C. 15~25min)

~NFY UBRE

A% )=} 1mL

LC/MS/MS ( or LC/MS)

P - KRBERUIKDD 4- /2N T/ —IBHREI2O0—-Y—k

(& E])

1. K. Inoue, Y. Yoshimura, T. Makino, H. Nakazawa . Determination of 4-nonylphenol
and 4-octylphenol in human blood samples by high-performance liquid
chromatography with multi-electrode electrochemical coulometric-array detection.
Analyst 125, 1959-1961 (2000)

2. K. Inoue, M. Kawaguchi, F. Okada, N. Takai, Y. Yoshimura, M. Horie, S. Izumi, T.
Makino, H. Nakazawa : Measurement of 4-nonylphenol and 4-octylphenocl in human
urine by column-switching liquid chromatography-mass spectrometry. Analytica
Chimica Acta 486, 41-50 (2003)
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=1 7EEH

R 3— 1]

FMERPOEYIX OS> DHHEREE)

(HEZDERE)
EMMEIRID DS, 80% XA/ —ILEBNTIHEL. BEFREIOVY TS T/EE N
(LCMS) TEY - =29 D,

GED)
FARTORELEG, VOV RISALTEBNIR FOT VYOSHICKZENRNC EERE
mUZEAND,
@ E$ES: Daidzein, Genistein, Glycitein 52U -1V 7 SRV ECHEIA. Malonyl (&, Acetyl
K st 2 RDZAND,
O ZEBREESRE. SEER 10mg BREFTL. XY /—JU 100mL [TBE LT
IEBEERERHL, BE 0%XY /) —=ILICERUTIRESTRET D,

ZOMORABFIINTERRBH DI HPLC BZAND.

(EBRUBIFERME)
BIICIE. BERESOV RTSI/BEDHTERL. TRICTRIELS (REHFD TH
EY B,
BIESR
SHAANSA  C18ZANSAEI(AR 2.1 mm, £E 150 mm. HiE 5um)
NSLBRE 140 C
BB 0.003%EFEE — Pt S Z U JLFR (gradient)
R 0.2 mL/min
FAZE (5 ul
A AEE  TLD RORTU—A AUESDE RAT+ TE—F
D50 XS—-EFE : 120V
B -7 - m/z=253, 415, 457, 269, 431, 473, 283, 445, 487

O gradient £t
A=10% PEZ UL (0.003%BFERSHE)
B=50% Ptk (0.003%BEEEZE) |
Omin A/B=100:0 — 20min A/B=25:75

€32 5)
) TISRUEEDEREN0.05,0.1,0.2,05, 1 RU2ugml E/5DIEEBREZRE UL
ZM5 uLELCMS [TEALRE, BHICIE SIMEZHERAL, 8o/l SM 20V RIS
AEDE—DBEBERD., BABSRECIDRERZERT D.
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BrI3—1 W]

GRER B ROIBER)
B 1 g BERD, 80% AN/ —)L 15SmL ZNA T2 BREY T XiBHI D, BERE
3000rpm TEMLDEEE. EBEEDINT D, BRKENZ T 20mL [CEBLICHE. BEICH
T Whatman V) 397 ¢ JUF—(045um)TAB L. ABRBEET D,

(RE TR - EETR]

EHBEREL. ZOEEDDHUKMEDIDOV FISAE-DSERENEDE -
IEEHE L, RDPOE—-IBD SN=3 [CHLTIIREMERE L. BIGERESENS
SHEULCBZEAECHITDRETIRES T D.

CERE)
¥ 1 Agilent Technologies B Zonbax XDB £ D,

S P DBMINDT YDDHE

# B 0

80% X8 )-y1SmL
AEY T4X HH(Q min),
3004y BE (3,000 rpm, 10 min)

g |

BEUK ZNZ20mLICES
38 (WhatmanJ 3" 74),8)

|

LC/MS
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H17EHEHE
B 3—11]

A PD 178- TR S CA-—NDOHIEETE)

(GREREDHEE)

EMERICSEND VIR IZA RS IA—IL (TALTIF I Ee) BAY /—)UTH
B, TS50 71 RA-MY /P2 7AENVIRTIVEEBREBASLCRDD )~
PwIE{ToIZ#E,. LC/MS/MS T - E89 3.

GE)
INTOHRELZ, 2OV RTSALT B ODRICERBOBRNC EZER UICRERICA
3,

@ 2R BAEER (97.0%M 1) ZAND.

@ IEEBEROBE  EiBES 20 mg = 20 mL OXRTISRACENDED, X5/
—WENZT20mL & LT 1000 yg/mL ZEFEREBRT D, BEH. X5/ —ILT
HRUTIZEBREEHT D,

@ BWBY  BRBEERERA. BEDRA. LCMS AZAND.

@ TSTpARA-RY /P JOCILYIATIVEBHEBAS AT E. T 20
mL DI 0BXIY/AF /=)L (50 :50) KU 20mL OXY_/—IJLOIE TP
LIZEDEFERTD.

® REPEEWE  178-T R +SIA—IL (16, 16, 17-ds) 25 (Bx-ds) ZABMHERE
MEBE LU THAWNS, Erds 20 mgZE 20 mL OARXTISADCEDED, XF/—)L
EZNZT 20mL & LT 1000 pgmlL ASHEERRZRRITD, B8, X5 /=
THRUTABEREBREFRT D,

(58]

RADBRICANDZEEL, E ODMICEROBRNCEEERT D, BF. RERIRE
DEORAR. BCHBNCEDND., +DICKFELUENSRABEEDNERICPERVT
e UICE0EREAINIEXL,

B

(BN URIRRE)
WARDOAQV TS T /YT ABEDHE (LCMSMS) ICXKBVILFTIIL UPDY
3y EZ9UVYT MRM) ICLBDHMETD. ARREO—BIZEMUTICTY,
DHAAS A C18 FBREAS L2 (BRE, 2.0 mm; £, 50 mm; HifE, 3 1m)
NS LRE 50T
DYTRBEE : (A) 0.02% P YEZPK B) PERZRUIL
TSIITVREMHE D (B), 20 — 60% (10 min), J P
DITABEIEOIR 0.2 mL/min
FAZE 5 uL
A AVEE TV RORTL—1 AL (ESD &% RAT+TE—F
EZR—aFY (A=Y= /TOFIAF) !
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Er 33—

Ez, (m/z=271,/ m/z=145) ; Ez-ds, (m/z= 274,/ m/z=145)

(GRERIBmRDBER]

M UEER 10g (T Exrds & 100 ng FH{NT D, AF /—ib%& 50mL NIZTERRECT
1EBREBBLIEE. MEYFTAX (29D =15, BERRS (1 00E) &, &b
L., EBEAIRTD, BBICAXY /—)L 10 mL ENZTHBR L. BDEEER. LBz
BIR L. %OEBEHET 50 mL ICEBTD. COMWER 2.0 mL 205071 D
—RY /P T70ENLYIATIVEBBENASAICERT D, X5 /—I/U 20 mL TH
Bk, Y20OXYY /X5 /=)L (50:50) 10mL CBABSED., BRXRN FTEE
&, LC OEHERAR 0.20 mL (T3 L CGREEBRET D,

(RRE#R)
NEMEEERICKDEET B, TENHB. Exrds ICXIT D E: DEEILDOREREIFR L.
EEEZRDD,

(i FIRERUEE FIRIE]
BETSVUBOERRED 3 BERETIRE (LOD) £ L. 10 FZEE8 TRIE
(LOQ) &9,

6239/
BMEIRIDRBNE U TEBDERSNDCENHDICDH. BBRPOD E: OSHITEER
BLEEDOTHD,

4 ZANYLOEL, AN Y ENVI-Carb/LC-NH:z (500mg/500mg) ENH D,
FE2 AV RE, TP CDC18,2.0x50mm, 3 um FHHD,
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%1 7ERHE
R 3— 121

FHFOIR S IF—IISHE

#¥ (10 g)
A% /= 50 mL
\4

BB (2:2165R0)
BEREE (1 049H)
KRESFAX (2508, BL9EE (3000 rom, 1 O5FED)

v v

b RE

A& /=) 10 ol THAH. EooHE

?m_tig(mmﬁ)

HED—I8 2.0 mL

5774 b h—R> /7 /7AENLYRTL
EREEE DS LICETH

———— A4/ —Jb 20 mL THH
sHOOAY Y/ A4/ =) (50:50) 10 L THM
v——-— ERSMT CEE., LC BHBEEHER 0.20 mL [CAR

LC/MS/MS
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