5 22 MIBREHL A RR S, B, RAX—5 R (RA;2013 4)

2PE-07
TR NGO —=NDF L TFA v LC-GC FEMR VT EED B
OGS 1, (U FEsE, BEREE] 1, WHEE2, ExBE—2, EiFE—E51
ORRKRE, 2 (BK) 7A AT 4 A R)

[iZzT®iz]

BREABIICRBIT 2T A N T VA — VO, S OBRE. SFEMMEA LB 2 5 78 SR
WZFR-DBDD0 . OITEENEMEIZ o> T D, HE IR, KD OBRE L FEIRIZ BB TIT 5 4
v 74 v LC-GC #FHEMEALIEDRRFE ATV, = A b7 VA — /1O BEEHEERI W A3 FIREIC /2 5 72D T,
TR EHIZHET D,

[Fik]

#E  HPLC: Agilent 1100, LC-GC o > % —7 =— A: LGI-S110, K&EA 0%EE: LVI-S200.
GC/MS: Agilent 6890N / 5975C

Fv 54 v LC-GC #FE M ks Wifi% HPLC THHWENAEH SN AT (FOBEYERE T HBY
BT a4 LRI TEL) Z2BLRNRLZEDOSEURIZKEMAZTHR L, ZOFE £
A — VU »P(C18-10 mg) ~l/k S, BROWEAWAE (IhFF) (1), 2ok, EHExEHR
TATHIRESET- %, BHEERNL, 23, T4 ¥ — M2 272 GC ~EHIE 2 EHEA LI
2), REFENEZAWTHEZITo 7, BHENG ORI 5%MSTFA &6 7 & b o-~F 4 U (1/3)IEA
VSR 60 pL TIT o 72, A ¥ — M C oM X OFEMRLREIT 36 B, Z DIREIT T0°CTIT o 72,

K>T  HPLC HSA ARESNT ST H
> ) B4
55 I EL
Rt - H—hUyS
uv SUSS * \
X Ko
(BH®R) H “
Ry
ANAL3) “%ﬂj HR (BH®)
A4>9—k - |
| 2SI
18—k
HPLC GC/MS
¥ 1. HPLC-(SPE)-GC/MS ¥ AT A B 2. & & FEREEA TR

F

/“‘J”T\j”l /\)+ F>v<N/\Si\/ 0>

n“ﬁh“f// T / TMSO
MSTFA
TR LT VF—I TANART RV 3 ([l SR TARTVA—N-TMS T ARATr-TMS
MW: 272 MW: 288 MW: 416 MW: 360

3. MU AF LU LB

Development of the on-line LC-GC automatic derivatization method of estradiol
OTakeshi BAMBAL, Toshiyuki YAMASHITA!, Masashi Okuno?, Shigeru UCHIDAZ, Ryoichi SASANOZ, Eiichiro FUKUSAKI!
10saka University, 2-1 Yamada-oka, Suita, Osaka 565-0871, Japan *AiSTI SCIENCE co., 120-6 Kuroda, Wakayama 640-8341, Japan



%22 MIBRE L FRmE, BN, RAZ—RFE (R ;2013 4)

[ﬁ:% (I: %gl VWD1 A, Wavelength=210 nm, TT (25-ET-0

1. FEEKIZHOWT . .
FEETHFEMRILIZ 17TR-Z A N TV F— i i

JL-TMS % GC/MS CTHIELI-bDE AL &

17 B -Estradiol

— R LT, 454 LC-GC/MS THEE | O

B HTEIZ K0 5 b7z BIERIE 80% (n=5), o] . | Testosterone
ot £, FEEEEO 178-22 15 | I | g

VA VTR S e o T FELE AR SHE 4 HPLC-UV 7 0~ |7 5 & £ 5y liiisy

YefmsE (RSD; n=5) 7% 2%LAN & BLAT /el SAs ooy moowse o

o, TEROFEMRAIE 30 57 LL oW |
ZEY H0AEIT 36 B & RIEICRF 2T .

17 B -Estradiol-TMS

X FEKLAHEE TP ALY LT, -
ALK MSTFA 2N L7 ho-~ ..
R AVEE TN S B HEHE GC ~ .. N

HEALTEE, A o — M TORM LRI W o - - b .
TR 13D 722 LT A NI U

— oy E R EERIE S T OERENEHED . S DICEADOEN NS Z & TRIGHEES Lz
ZkicksreExoN, SHICEMEEZZERL, A NIV —AVOELICHENTHT A MAT B
VETNINUTIRAEER ZAEIC L O E LR, T Ea o5 S LU R AIEE Th - 72,
2. BEIZONT

ARIETIIHPLCICHEA L7z B E 2 BRI RSB T 202 EE2 GCMS ~EA L TV D 70,
HPLC OFEABEZHMEES Z & TCRAIEEZM L35 LR TET,

3. BEA~DIGHIZOWNT

RiEZ TR O A N T VA — Vo ~D IS 2 AT,
B O S 1L

AEIC & 0 EBOREE KIGICH LT 722 L0, FUBK 100 mL
SEUKORAFEAD 1L 5 100 mL ICHb T = & AT |

X7, 2L C, BB OEHEORERE D EILTHZ L P e S
NCTE=, £7o, FEBRILIIKDND D ERLEECRD Vel K 2 mL

ZENEL L WE, RMETET 20, BEEE kS
HR S TARDZREBIRET HILENRD S, AETIE , )

Rt hris HPLC IS AT B 70, Rtk sg (it UROR
iﬂf:%ﬁéf“ LN RIRETH D Z LNk, ﬁiﬁéﬁz%j:*% HPLC-GC/MS + A7 4 (100 ulL #A)
EEHESZENTE, ZRDIZX Y AYECIIRTLBERE
A KIEICEMET 52 &N TE T,
FERUKIZE 1T 2 FINER EAER

FERLK 2 O CRUEHRIEE 1 ng/L TORMENLGAER 21T - 72 (n=5), MiE#RiZ HPLC-GC/MS TfE
L7z, ZOFEFE, 1T-= A b7 VA — /L OREILHEIT 101%, HELMEIX RSD 23 5.1% & BAF 2[RI
EHBIMEASD Z LN TER,

[£L®]

A7 A4 2 LC-GC FHEMALHEIC LY HEEO RV 2§ T V4 —/v o B 88 R by #r 28 a]
HEL oo te, Fio, AETRTLHEOMHbE L O L, & SICIEmRESTNER T 12,

Ltk FHED DL NEREH OFERILEAT O ST ~DISHA R R TE B,

X 5. HPLC-GC/MS hr—# A A ru~<x 87T A

[E+H Smart-SPE HLBi5-10 mg (f###)

WH 7% b= kU k(1/1) 0.8 mL

6. K2 |~ F VA — otk




2PE-07

TANSSA=IDA> S A 2 LC-GCHEAFIEDHTIEDEFE

OFEmfEse!, IITE&=E?,

BPFNE), A2, R4 FHE—2, 1El

AR —ER!

(CRRAFAFEBRLIFRATRN, 2 (K) PA AT PAI2R)

BREBRNPCHITDIRA NS SA—ILODE. REVMORE. 5
EBEREAMB(CIRDRETLEB(CFRENNDD .. DFTEENBEHM(C
12D TWD,

EES(E. REMOBRE CFEREZEBE TITOA> S >LC-GC
FEMMEEDBFERITV., 173-TA RSSA—LOBEBFEK LI
PERE(CRD 2D T, ZOMBEHICHETD (K1)

SRR LT

IT . Hﬂ b

I el =T AEIAO

HPLCAS LA

EfH—hIv

uv n LVI-S200
Ko7 nﬁ—* —_— I
1] -
F—hHYTIS5- N34
HPLC/UV GC/MS

E1 A>5A2HPLC-GC/MSSRF L

2.1 ASSALC-GCHEEMHEEAN

PFHERHPLICTEMNMEBEZER D — NIy S CHRUEE.
5%MSTFASE 7 b2 /ANFH 2 (1/3)BEBER60ULTGCA > —
ANBHURHSEA LR (B2) .

HPLCHS A HPLCHSA nmc:au
' T lmn- |um-
] v ]
1 r g O ,M”
&0 I 1 I
Ao [ LG —ml b}
==} c,j
KT (BRA) L] BEARNA R smn
@ LCHIRKEMEICRIF @ EMAEzIR @ BN SBH&GCITIEA

B2 A>54LC-GCEADFRN

GCA >H— FRITORMES KUFEREEA(Z70C, 36 THIR
W (E3) . RIOLC-GC/MSEMTRIE LT,

SUSTKST '8 ° - =
4 : HOWE ot mE
N/ {l

am:ﬁ [ |

(5% MSTFAS?
7t rz/wa/(nmnr

wecTy

L #vesunsa 2TUyrE-K

ZTUY PLRE—K 27Uy bE-K

O EA @ RIS EAL @ /A @ B
E3 GCEAOICSIFIRMBLUHBIEKLEADTEN

+|1 LC-GC/MS&fF

HPLC (MIDAS;Spark, Agilent 1100)
Injection: 100 pL, Sample loop
Column: 3.0 mmi.d. X100 mm Inertsil ODS-3

Solvents : A: water  B: Acetonitrile

flow rate 0.5 mL/min

Gradient(B%) : 0min(40%)-9min(40%)-12min(90%)-14min(90%)
Detector: UV 210 nm

Interface LC-GC (LGI-S110; AiSTI)
SPE: 2mmi.d. X10 mm C18
Diluting: water 0.5 mL/min
Purge: N, gas, 3 min
Elution: acetone/Hexane(1/3), 50 pL
Interface Injector (LVI-S200; AiSTI)
Insert: Spiral Insert
Solvent Vent: 0.60min, Purge flow 150 mL/min
Splitless: 4 min
Inj. Temp.: 702C(0.6min)-1202C/min-2902C(15min)
GC/MS (6890N/5975C; Agilent)
Column: 0.25 mm i.d. X 30 m, df 0.25um BPX-5
Oven: 602C(4min)-202C/min-3002C(3min)
Carr.gas: He, 1 mL/min
MS: SIM
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