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FUHIC

T« —BIVHWEBRIEEDRIEKES 1 IVICKDERIRES
&, GC-FID ZAWVWTCAIEESNE T, TOXV Y RIE. &
EKFEZAIA VT v IR (HOI). Sl FIcIF2EMRRK
{bK=R (TPH) DRIEICBRAVLSN, RIEZFICHIFDdBo &
BEELG TV TUT—3VDUEDTT . KUYV T LD
WIBTIE, BIZIEANFT VDK SEFHR 36 °C~69 °C D
4 (BRAEKER) BIRIC K DRBHIL (LLE) DS FE T, R
(T, HEBRZHRES NU D LTEHKSEBIZ&., Florisil Z8

gIET, BEEVOEEEYEZREYHL SREL T,

YUTINWEIU—=UTF v TLET. Z0%. HMERICN, /I
A7 RE T TREHE (F72(F Kuderna-Danish 2 fEiEE = Fl)
A) U. GC-FID THHULET (11,

WEROAHSLoOX MIST 4 —PEBMHORDDICS
BUEEE (d-SPE) ZARVLWNIE., JYU—27 v TFIEZRS
{ETDTENTEXT, d-SPE TlF. PEDRERZY T
WISHEMULET . Y hU Y IR (CDBETIE LLE THHH
SNEEEEYE) BIEAIICES L. BRI SHRESNE
To U7 v TOHERZEFDHDICHICIE. d-SPE DEIIC
HMERZRKSEDREDSD XY,

ZD%. fhHE%E GC-FID THOWMULET, —RICIF. K
EDEWN10~30m A5 LZERALE T, oG 30 5
IFETT, WETIK. LTM (BRASE) 77 ./0J—ZFH0nN
F. BTIWAI—Ty SHRIBICALT ST ENEFES
ncTuVxEd (2],

CD7TUr— 3y /)— KTl Agilent 7696 Y2 F)LAE]

WMIBD—IORVFERAWNTC. RIEKFEFAINAVT VIR
DAHAY Y RDS5. BRAKBLUDHERBHFIEZ S

LT DTEZERNULET . D—IXVFZERT BHEIIC,

LLE TESNcHERZ, 1~15mL FEICEBLET (O—
FU—T)URL—5—P® N, HRIFEZEH). TDE. bk
FRIUDLZEFOFRELA— MY TSINAT7ILZRAN
T, EfEUCHERZFRKEEE T, HiULT. Florisil ZFTiE
UIeAZILTOU—07 v TZITVE T . RENICES
nrepEEz. M 72/ 0J—ZRVLcEE GC-FID TH
mLET,

RERFE

(EPME ERRER
SAADIHY Y TIE LT, 7o —LILHE RO 111

EBEY (Y oOANFY B THE 5000 pyg/mL. cat no 31630,

Restek. N)LT7#27. KE) ZHERAHULFE Uz, C10~C40 D
BEOD n-7I)VHVIEEYE (NFY PR TEH 50 yg/mL. cat
no 31678, Restek) . BIRMEHERICAVE U,

AT 7Y VEEZXT 77U (cat no 31860, Restek) ZFALYT. IS0
9377 XV v ROEEHE K> e o U—2 7 v TFIBDMHEEE
EERLFE U, 7EbhYZAEE LT 2,000 pg/mL [CED K
SICAEULF U,

INSDRA Y TBRNS. Fn-F LAY 5ng/uL EXT7
UVEBAT7UIL 80 ng/uL ZZBF v U T L—Y a Viak
EANFUUTHREULEI U, Ffe. 80H 400 ng/uL EXFT 7
UVBAT7UIL 80 ng/pL ZZBF vV T L—Y a3 Viak
ENFUUTHELFUR.

A MYV IBRHS., PEhVZEBEREICHWT 2EED /N
A UBRZEEBUEUIC. F1ORINA IBRICIE. &n-
PILAY 50 ug EXFT T YU VEERXT 7 UL 800 pg DS
NTWET. F2DR/\AIFR&ICIE. #55H 4,000 uyg &R
FFPYUVEERT 77U 800 pg HBNRINENTVERT, DR
INA O78RZKY TV 900 mL IS;RIMUL. NFH > 50 mL
THHUE UTco TurboVap ZAHWT, NFY VHHERZER
[CLED 10mLICERULE L, RERMEOEINEZR 100 %
ERETDE. AFUVHER 10 mLBHDEERFF DT
L—y3avBAREBUICKEDERYT, COHMBRERZEHDIN
ATZIVICTIF. 7696 D—IOXUF XY v ROBIRMH Rz
TWE L.

FOKTRES T U DL (ACS ZJ L— R, catno 23,931-3. Sigma-
Aldrich. R4 VI\A L. RAY) ZAWVWT, NFYUHH
REFKESEE Ulco U—27 v THORESICIE Florisil
(cat no 03286-100G-F. Fluka. Sigma-Aldrich) Z{FBHUZE U,
Na,S0, & Florisil FLVFNE. F 140 °C T—REAMNEAL %
0% FalS

FF. MBS MU DL 20 mg (2 mg) & 1.5 mL ZEINZE/N
A7IVICIAF Ulco TDINA 7 )VIE Dry ESXNILLEFET,
BID 1.5-mL FEINER) A 7 )VICIE. Florisil 30 mg (+ 2 mg)
ZMAE U TDINA T IUIE Clean-up ESRNIVULE T,
IRCDINAPIICRIY 2a—F vy TITEZL. WEZ
BAEF Ul

Y JIVaiLE

KUV TIVDANFH VR Z 1.5 mL SEURER/N1 7)VIC
AN (Sample ESXNIVULET). T—IXRYFD MUAICE
BULF U, KRBT MU DL 20mg ZZ Dry /N1 7
JU) &. Florisil 30 mg Z= O Clean-up /X1 77)U. 200 pL -1~/
Y— 2B ATCZD/NA 7))L (Final ESNILLET) B AU
AICEELFX UT,

JOY MY D—(C500 ppL UV, Ny 5T —(C 250 pL
VI EFRBELF U, YU VIRERICIEANFY U ZR
WE Ul

7696 D—ONRIFDUY—AUVAT7O MIZR 1 ICRULE

9 Dry. Clean-up. Final N\ 7 )LDEBMNEHD RIRENT
WEY,
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DET (VY RZEXF. IXV M7 Cicé#).

1.

70 %9 —"T Sample 500 pL %Z Dry [CiFM
(HHEARD 7Y I— bR N D AIZEN)

Dry & 1 3RS

(2,000 rpm. WAM@. 4¥F . 1#F D)
CEEICKD. OV TILENERIZ T (CiEfEE.
KDZEBRE)

INY 9% —T Dry 350 pL % Clean-up [iFRN
(BRI AR D 7 1) J— 7% Florisil (Z37500)

Clean-up Z# 1 7EES

(2,000 rpm. WAM@. 4F¥A . 1#F D)
CEAICKD. U TILEWESR7Z+9(CEmTs .
Y E ZBRE)

INw 9 9"J—T Clean-up 150 pL % Final [Ci3R0
(OU—27w TDH&%Z GC-FID 247D
A 7 )LICFEE))

Final [C$ERT ST EILTH

(BRI T U/ \A 7 )LIDRIBZ TR

AR AR

IHTICIE Agilent 7890 GC Y AT LZEFEARAULEF L, TD GC
[&. SSL:EAO. LTMIIA—T Y R77, FID ZEHLTWVFE
o DEEICIF 032 mmx 10 m. 0.10 pm DB-5HT A5 A (Rm@
&S 123-5701LTM) Z{ERULZFE LT,

DHFHEZERTICTEDTVET (2] BBR).

= 1. DRGE
EA Tple AT7YUw MU R (IN\—URAEIERT 0.4 43)
3B0°C ATV Y NRTUY NUASAF
(BURES 5183-4647)
FvU7 ANUD L, 9ml/min JVAY Y ~TJO—
GCA—TViRE 340 °C —%&
LT™M 40 °C (0.5 min) — 200 °C/min —240 °C
—100 °C/min —340 °C (0.5 min)
DA 3
FID 340 °C. H, 40 mL/min. ZEST 400 mL/min
EREES

KO T IVhEHDAEDRIIDFIEG. FHRMHTT . —
RIS, BRSO mL (NFH V) ZEVWTKEDY T (900
mL) ZHEUE T, COFIEIFEHEMETERL S, ERD
FETITVWET, Z0%. BSNcHERZERLET (B
Z 1. Zymark & TurboVap ZEHWVWCERTEBRIEFT).
U YT (1~2mL) Z 2mLA— RO TSINA4 7
WWICBULIEEIE. BDDIIE. 7696 U~ JILEILEDT —2o
RUFHLEULET,

Agilent 7696 Y > J)VRIILIED — O XY FTITOND YT
VAT FIEZE 2 [CRUE T RIYIDAT v TITlE. A
FUUHMERO7 YU I— MZHRES MU DLTHAKESEE
T MEDKTBRODIV—2UT v TOMEZEETEED
et CDRTYTRBRERELEDETT . TOH. BIKHHRD
7Y d— K%, Florisil ZANZINA 7 )VICEBULE T, Florisil
MREAN (&, 140 °C TEM(ES B, BB T DKEZRET D4
BNHOET . Ffc. HER/I\ROD Florisil DEZHEERT D
TeHDHBRBRMEUE UTe, ERAED 20 mg KiaDIHE(F.
TREOU—T7 v THERHFONFTEATUR, Rin%
HT 30 mg (£ 2 mg) WEHLFETHDEHIMTLE LT,



Florisil iR =B Ulctd. 77U I—RrZEZEDINA 7 IVIC
BULET (200-uL 1 P — hEfE). CDHMHRZ SR GC-
FID THMMUET, I\ 7ILICIFHEBR 150 pL XA TW
B, BECIHEUT, TOXYV Y REXEFAEHFED
BT EHTEFT,

70V bh59— Nyo5I— Nyo59—
500 L ZBLT 350 uL EBL 150 L %89
BE TR&A

P Y

927 1m.  Na,S0,20mg Florisil 30 mg
(LLE #(TRMBLIcmER)
2mLI\17 )b 1.5 mL EHEUEE/ A 7 )L 2mL I\ 7 )b,
200 pl 1 > — NEEf
=Sample =Dry =Clean-up =Final

2. T—IORIFTDERATYICHIFD 2mL N4 7 ILDEE
1. BB ONFY R
2. Na,S0, ~NDHHBRDBEN % (BiK)
3. Florisil ~NDMHERDIEENE
4. REHHR

SvAY VY JIVTESNIERFRNLEIOY NI SLZE 3T
mUET, LRI, BiK - oU—2U 7w TETOTOELY
V7Ib (MRS 400 pg/mL) ASESNEIOY NI S A
ZRUTVWETY, AT TIVICE. —EE2EDAT 7Y VEg
ZF 7 UL (&P 80 pg/mL) BSEMENTVET, <D
&Y (KDBEDEVY MU v o ZOEMEIE UTER)
[&. CBRIBTAHLET,

BiK - JU—=27 v T T oYV T (B LIFE 3 EX
ERIVRE) TESNIOX S L7%ZR 3 FRICRLT
WET, SGRICHULCRUZETOT 7 1 ILHE5SNTL
BTENHSHICONDERT . ATFZUVEIAT7UIVE.
FEAE (E—JEBEDRK - JU—27 vy TUTOLIEVLWY
V7LD 5 % Kii) RESN TV T,

BIRMZFHE T Bfcsd. NFYUARICTILAY (5ug/mL) &
AFTTYUVEBEATTUIL (80 pg/mL) ZZ8 6 DOY VTV
(C. Agilent 7696 D—I XY F XY w REBEALE Ufc. &
21C0 ADDn-ZIVAYVBRUTARAT 7Y VEBEATT7YILD
E—JEBZRLTWVE T, RSD (FHIR 1 % AIETULL
(C40 (& 2.5 %)o BIUNE (BiK - JU—2TF v T &{TolEYY
TIWET>TLWEWS Y TILDOE—JEEL) (& 80 % Z Lk
BIOEXUCe AT FYVERT 7 U)LOEYNEL 1.9 % (n=6
DFHI) T, 5% ZRELTFERIDF LT

R2n-TIVAVBRURAT 7Y VEBAT7YUILOE—IEROBRYE
(n=6) & Bk - U—27 vy TOFRERLE UicEINE

Y RSD ERE
A=t VAKX SD (%) (%)
c10 58.1 0542 093 99.6
€20 62.7 0612 097 99.8
€30 60.4 0.656 1.0 101.1
ZAFFUVERFTUI 16.0 2792 (175) 19
c40 50.5 1293 256 86.4
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<) AFTPUVBATTUIL
BiK - SU—=27w THi /4% )b: 05-MIN OIL_NO FLORISIL_2.D\FID1B.ch
T T T T T T T T T T
0.80 1.00 1.20 1.40 1.60 1.80 2.00 2.20 240 260 B
D—IXRIF(CKD 24%)L: 06-MIN OIL_3.D\FID1B.ch
BiXK - SU—27w Tt
ATFT7UVEBATT7UI

v —
0.80 1.00 1.20 1.40

T T T T T T T T T T T T T
1.60 1.80 2.00 2.20 2.40 260 BER

3. BHBRA A 400 ng/pL ERFTFUVEEZ T U )L 80 ng/pL @ GC-FID 2707 bI S Lo EB: AFHVMEYIORK - IU—27w Tl
T : Agilent 7696 B> FILAMED — IRV F VX T LITKBNF Y VHMBEYDIEK - JU—27 v T



S (400 pg/mL) ERTFYUVERRAT 7 U (80 ug/mL) %z
SONFUVHBAET. BU LD ICERMEE EURERZ 5T
LEU, BRZERIICETEDFT,

CDTF—FF. SivHE—o DEBNOBRMENEAENI(CE
DHTENTWVND RSD<1%) T&E. RFFUVBATT
UILDZIEREMICERESNTWVDS (FEEINE =23 %, DOF
b 5% K CEZBSHDICULTVET,, FHEDDEINER
(&, 95% = LB D FE Ul (BHEME : 80 % < EUNE < 110 %).

KR I IHBRORT 77U VERAT7U)LOE—IEEOBRME (n=10)
& Bk - U= 7y TOEEZENE UcEIRE

E—JmiE EIURER (%)
277U VE AFFUVE
i AFFUIL  Hih AF7Ulb
ls . I)—=
Hjﬁf{j 7%5 ~9342.0 895.4
1 9760.9 20.6 1045 23
2 9745 4 20.6 104.3 23
3 9602.1 19.7 102.8 22
4 9839.3 16.4 105.3 18
5 98418 23.0 105.3 26
6 97045 18.1 1039 20
7 9800.4 16.6 104.9 18
8 9745.4 23.0 104.3 26
9 9735.6 19.6 104.2 22
10 9658.4 31.6 103.4 35
Ty 9743.4 209 104.3 23
FERE 754 0.8
RSD (%) 0.77 0.77
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Agilent 7696A U J)VEILED — IRV F U AT LZERAN
T, KUV TIVREGHORAEICSIF D7 EERME S U —
VTP TIRXYy REEBELE Ul BRIHICKDNF
YUMEMERKSE. JU-27 v TULER U, B5N K
R % GC-FID THHULE LT,

COXYVy RTIR. IGHEDICBSVTEVEINREEN
BRUDFESNDEAFIC. JU—UT7 v THEDHTH
EW(CTOTENTEFT . LTM (BEBSE) GC EDEHE
hEICKD. BRIL—T vy bOXVy RHRIBLE T,

SEH
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