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Welle —F L C T

7K o A A K EMilli-Q System  (Milliporefil)
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IRIEKFET R U w7 L : o HTH

MERfREE S N U o A N K aat

Y/ A=R= 8 % : o HTH

224-F U AF AR H : HTH

V4 : o HTH

14- 7T uEF 782 L D NEMEEYE

~Y A : GC-MSH=*F¥ U7 A
TallI I =hT L . Sep-Pak Florisil (Waters#)
TR =T A : Bond Elut NH, 500 mg (Varianf)

2) HFE, MHEIFHE
WAL AF L T H

3) PEBEEYERR O

1,4-7aEF 7212100 mg % 22,4- 8 U AF L2 H 2 100 mL AZEEfE L, 1000
mg/L OWNEEERIR 2 83 5, FE U 72 NEBEE IR 2 2,2,4- N U A TF R X 0 THy
RLT1mgL & 10 mg/L OWNEERERIK L35,

4. RERSIE O TR

1) HhH

O FKoLs
FAEF100g 12K 100mL Z 1% 5, Z3UZT7 7 b= F UL RKOUK (9:1) JEi#Z 100 mL
EMz. 20MAREY A AL, A7 7 Aa~B7, 60£5CHOFRy b7 L— |
TR L . SR TICE WS, S%REEKFZ T N U U AR 75 mL & p-~F
Y 75mL Mz 30 R & S35, MHRICEKRAREE T Y ¥ A2 002 TRk
L., KRR Y O L& ARLTctk, A% 40CLL T C2mL £ CiEfEd 5, 2D
BRI 7aa A2 SmL # MMz TENL, —20=1CT—HmERGFd 5,



@ T—Fr K -BHOHE

B EBRERFE L. RI7A4 T A AFEE F TR E T 5, RIAT A ANFHEL
7=t REF200g 27 b= R U AR M THREY A X LT 5, Z oiHikic
KAFAL AT Vo2 MATHlL L., BiE 20T 5, AHEREZENR L. B2 RE
T5, ZOEREBMITE b= LEMZTENL, BRIk E Lz,

2) FHR (3)
OPA=D R A Ny L

Tu PN h T A 7aa XA H 2 10mL ZEA L GHIRIZE TS, 200 T A2,
HIRICH ELTEHHBEREANT D, Rz /7oA X SmL T LTCZe ) v
VBT IMIEAL, MHEITE TS, &by r7mra A Z2 15mL Tl L., BERH
WEETDH, WNT, VZaa XA KOFHETT IV (99 : 1) JRIEK 8 mL CTHeyg L7
%, Fi—F L KON 7 aa A& (9:1) {BiR 12 mL CIAHT 5, A% 40°CLL
TCEM L, WEZRET D, ZOEREWIZ n-~FH 2 3mL M TENT,

OVERWAA=2 WV AN R Y )

T 7a BT A n-~FY L 6mL #IEAL, MHKITE TS, 2) OTED
NWTWIREIEAN L2, Baskh n-~FH o 3 mL THHE L CTH T AIZEL., MHERITE
ThH, RNT, TE RV EDRn-~FH 2 (1:49) BIK9 mL THEH L., WH#EE 40C
DOLLUTF CIEME L, W Z2RET S, ZOEREWME Img/L D 147 0EF 74 L U 0E
L., EFEIC1I0mLBLEOS5mL & Lzb OZ2RBRIFIK &5 5,

5. BMEROIER
1) &

TR MERESL B 22.4- R ) AT AZEEME L, 1000 mg/L OAEEAIR &
RS2, AR AEYER A, 2.24- B U AF AR 2 TR L CHUR. (0.003~5.0
mg/L) DIEHEZFHH L, TNEN GC-MS ITHEA L, B'— 7 @k THREREZ1ERT 5,
B, FERIT 1ImgL D 1,4-V 7 axF 75 Ly (NEEEYE) 2&Tr,

2) T—FL R - Bk

TR EER 10 mg # 7 =K UL 10 mL ([Z¥AE L, 1000 mg/L OFEHERR
RaERRT 5, R AEEREEZ 7 b= MU L THIR L THUS (1~100 ng/mL)
DR EFH L, NN LC-MS/MS IZHFEA L, B — 7 HmbE CTHREREZERT 5,
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RERVRIEZ GC-MS ICIEA L., 5. 1) OMEHRETAVWTERBEZERET S,

2) T—F2 R« Bk
KERRIEZ LC-MS/MS IZIEA L. 5. 2) OMEHREZHAWCEEYTEET 5,
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(1)
B : Shimadzu Gas chromatograph GC 17A series

Shimadzu GC-MS QP5050A

VIRTAN : DB-577 2,025 pfilm, 0.32mmid. x30m, (Agilent)
Xy U T HA : ~U 7 2A (2mL/min)
iDh==x ! 3 mL/min
T=H YT : TEA A (mk) MR A A (m/z)
A4 P S ER 145.10 169.10

1, 4-7 v Fr7x L (NEPERE) 2859 m/z

NyATT=TAVIREE ¢ 280°C
AR

AT AL R : 3 min

HIE © 40C

)3 : 1 min

VAR-VAANZS : 20°C/min

AR E : 300°C

g S| : 12 min
HEA=E : 5.0puL
RERFORZ  : 14-YT7aEFT7HLr 1035

7 xR 1435

2) T—FL R - ik

(1)

B © Sciex API3000 % L <% API4000 (LC-MS/MS)

717 I :  Phenomenex Luna Phenylhexyl, 5 pum, 2.01i.d.*x 150 mm
(Phenomenex )

B EAH ©A) 0.1%FERKIAIR
B) 0.1%FMaA7E h=1rU /L

AV CO | ERR (43) | 0.0 | 05 | 0.6 | 45 | 46 | 8.0
BEIFEA 30 | 30 5 5 30 | 30
B EIFHB 70 | 70 | 95 | 95 | 70 | Stop

k=S 0.3 mL/min

AR : 2~5uL (77— )
2~10 uL  (B£#K)

A4 AbE—F : ESI (positive)

A F Rk © MRMiE

PREFRER D B % 7YX 3.8min



FT=HX YT : TV —Y—A A | TaX s A4
AT (m/z) (m/z)
=S 7 S 307.2 161.0
TR 613.3 307.2
8. EERRA
0.01 ppm
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K. T—FY RROBRHE
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X OARHTIEIT, BIEEWIZ BT D 1EMERERBREICB W THW O R RBIESITETH D |
R BREOBRBEICE L THE L LTFEN, 228, ¥iEoiriEs b LB L2
L2 R A~OBEEHEDT-DIFEHT 256121, TR PICERE T 5 BEEICHET S
HEBRIEDZYBVEFM T A FT A4 o DO—FLIEICHOWNT CERL 22 4 12 A 24 BAEEASR
1224 55 1 %) | 12> THEAT 2RBIEOZ Y 20T A2 ERH Y 97,



