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ASZVICLDEMDBEEE. KETHRESNEHBIILI P,
HFITRELCWEFaab—b, AT VITHRFTESNTWV
FFERTY b FA4DIAVTVAZIG., BFEEDOMFEEHN S A
SZTUBBREHEINETEHLS. [CHDICEHEBENEBEELEDFR
Llce INZFF. ZLOELXHRERREERS (FDA) DR
AIZEBERS (MRL) [CERM L. ARAMINLIICDOVTIE
1ppm. ZORDHERBICDWVTIE 25 ppm EWVWDAXASZUDEF
BREZRIFTE U, FDA D GC-MS ROU—ZU T XY w R
[1] Tl ASZVEZOELULEY (P AU, PURXY
R, BKUOY 7 XIVEE) D 2.5 ppm DBETDIRHDEIRET
I, LM L. 2009 &£ 2 BD FDA BAZEIR TIE. MRL Z|EFS
BIEHICAS TV EZDFELIEEYZ 0.25 ppm RETHREHTE
DEROIBTBEAYV Y ROFEANEREINTVET ., Lich>
T, FEBFRHEITTIE. XS EZ0BELUEEYDR I U —
ZUJICCDRAY Yy RIFERATEGELIED., HEERICIEFBIM®D X
Vv RBEREICEDFET,

A7 TUG—2 3> /—RTlE. FLLY Agilent 7000A U —
X ~YUZIVUERE GC/MS Y AT LICEHEZ FDA GC-MS X
YV ROEBIEICDWTCEHBBLET. HTLLAY Y RTIF. B
TIVHHPFEEMEOFIEF R ED TTH. DHEFRHE
15 PLAICIMZ Z2EADSIN—IHI=FVICELD/I\v oD
SYYVABRBATINTVEYT, XTIV ELBLUEEYDRE
H. BULBRECEEREZHIFULEE. 0.25 ppm DERET
AREICIEDEFE T, RBDEELCEIF. DAV Y RICKD XS
SUELUEEYDR O ——U T /EE/MERN 1 BDDHT
BISRIICITRA DK IICHEDEVNDIHTI,

RS S UHER

FERUCEEREAFEER 1 ICEFEHFET, ZNZFN 1,000
pg/mL DIBEDASZY, PUAUR, PURAUY, BKUY
7 X )VBRDIR&RE DEA/H20 )BE R (BELH 20:80) TER!ICERH
L. 4°CTRTFELEF Ulc. ABMESERR (26-977=/-4-000
EUZIYY. 9150H5 DACP) (&, EVUIVZEREELT 517
ng/mL DRETREUE Ufc. LEEDFAR=ZERLT. FDA
XYy RN [CHEENTVDY MUy I RD—H UTIZER
RZEARUF Ul Y MUY I R(F FDADTERICK DR
NcHDTY,

®1 FERDIUHEE

BED XSZY Sigma-Aldrich ~ 99% %##8X %
ful:=s
V7 X)VER TCl-America >98.0%
FPIRXY R TCl-America >98.0%
PIOXYY TCI-America >95.0%
P Sigma-Aldrich ~ 98%
BIE JIFI)VFPZ Sigma-Aldrich  SigmaUltra
(DEA) JU—R
VI Fisher SB%E A.CS.
Scientific BiEY
7 hZ UL Fisher HPLC JL—R
U JUAEH BSTFA with Sigma-Aldrich &KL
1% TMCS”* Ju—R
(SYLON BFT)

1 DACP (26- Y7 =/ -4- HO0OFUZ YY)
*BSTRAER(RUXFILYUIL) RUZILAO7E R PR,
TMCS: RUXFIL&OOYSY

ERICHEAULEVYRATLRG. ATVUY NATUY SURF v
ESUFEAOZERUK Agilent 7890A GC. Agilent 7000A </
U—ZX ~UFIVMERR GC/MS KU Agilent 76838 A — K>
73 (ALS) EVVSHEBRTY ., AUy M/ZXTUw UZEFEAO
[Cl&. REMETIYL (BI@ES 5183-4761) &, ANEMHNIES
HFATUY NURY VI IT—IVEASA T (BmES 5181-
3316) ZAADfFIFHE Ulce AR 0LV UV Y (BRES
9301-0714) TITWLWE LT, #EEDRHE=ZERK 2 ITRLET,
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AEE—R
BET 4 LA

MS BE

27D 15 m x 0.25 mm x 0.25 pm HP-
5ms N5 L (EBEmEES 190918-431)
280 °C

12.9 psi

ANUD L, BREET— . 1.2 mL/min
25 psi'€0.5 min

100 °C (1 53 fE{R#EF). 10 °C/min T
210°C X T

41 cm/s

TuL

290 °C

JN\—IfF Ultimate 1=H4 2 (BBRES
G3186-60580) ZENFIHET 2 —IU
(EBRES G3476-60501) Tl

300 °C T -3.6 mL/min (1.3 2&)

F—hFa-r

BB 400V

El; SRM (selected reaction monitoring)
6 min

A7 iR 230 °C; MEE 150 °C



BUTIRRE

BT ILOREKRMEERS 0.5 g Z 50 mL QR 7OEL V&=
DOBEBICEDEWDOF Ufc, DEA/K/TERZ MU (REH
10/40/50) DIMEAYE 20 mL ZH Y TIVITNA X Ulce YIF
WP ZVICKDTASZIVEV T RIVEBDEGHRD DT DT
O, BEEEHESNDEBRIEDNBDE T Fle. IIFILT
SV, MEROMEHBE TOBRBENMIRICENT XU R
TPUXUYVDBREDEHET. YV TILDF v v TZHiD.
RILF v O XAZFU—THEHELTH S, BERIKRE S8I(C 30
PIMFE LT, 5,000 G AET 10 pEEODBE LIEDB., LE
HR%& 0.45-ym DF OV T« LY THRLE Ui,

HEHL
160-uL DBBRZEHSZAHD GC /N1 PILICBLE L. TN
74 70 °C DTSR F CERESE. 600 ul ORBBEERRE
200 pL @ BSTFA + 1% TMCS S&RZMZ & Uiz, BV TILzER
VT v I RZFY—THEEL. 70 °C T 45 HEMEBLTH SiE
ALZFE LI

BRINGRA—5
XTIV EZOELULEMCAREEDITICER L/
A—FBRIICEEDHFT,

X3 IS X=F

MU JIVEERE GC/MS
R IV avyyvay
AL IXIF—
{t&a¥a RT SRM (ms) (EV)
XSZY 12.467 327 =171 20 17
342 — 285 150 20
342 — 213 150 22
FIAYR 10.801 344 — 171 50 22
344 — 214 50 15
329 — 171 50 20
FIAYY 11.748 328 — 171 50 25
343 — 214 50 20
343 - 171 50 30
7 R)VEg 9.613 345 — 215 50 8
345 — 188 50 12
330 — 215 50 4
DACP (PUBBIZE)  11.185 273 — 237 150 12
26-I7= /-4 273 — 99 150 20
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IEHS LE2FRZEBLT MS BHERISEDIAFTNDDTIEE
<. FAORTVUw b7O—AY M SHHENETT, /\wvD
TSv I alCKDIEENE ) A DR THRDYA IILE5 A
LhELIEDeH. RI—T v hHEFEDLFT, A5 L MS
BHEEDA YT F I ADED T EICED D, VAT LDOBE
RHEFEOHFRI, 7ILVVRDCFT (FvESY - JO— - 57
/J0OV—) EVa—)LIE. DBEZSEHDHICT v Rk
Ua—LZNEL U, BETRRIF/NY I TS 1%Z0]8E
ICgD7I Ly MEEDYYa—vave, U=0%BELST T
SIWBKLU T4 vT 4 VIDBEBHEEINTVWET, IXTD
CFT EVa—)UIF. 55 2 DARAEEENSDAS LFTEFEH
BNDAS L7 O—ZEEICHIE T D, MENLEEFIE
H/RERIE (EPC) EYV a—IbEEFZa—<YTFqov oIV b
O—JLEYa1—)U (PCM) ZERT 2HEN DD FT, BEE
B PCM EAlE. WS AEBRTDF+ U7 HRAOEHER
Uh. BULEBEEFELE>TVET., NvITTwvalFc
(&, SEAOESZ 1psi [EELT PCM EAZE EIF. AS LA
DI7O0—ZERESBTEAODRY hSA4 VD BHHUET,

NwOI7SvyaDARELTIE. CTDEDIC. DITAEAS LA
DHRREFC CFT HEBZWMOFF 2 EVNDIAZ—IERHEDSDD
FI[2. 3o 3I0mDASLZEFERTZRDDIC. 15mDAS L
Z2ARFERAUVTCEBET Y RiRYU 2—L0D J\—I1F Ultimate 1=
FUTDIEIFET (K 1)o PCM (&, BHIDHS LHSHENTL
BDFVUTHAEELSEMUEDA—I 7w THAZZMUL
F9, ULIch o T HRREOENFED TELEHDT. &
BEETRBEVF v UFPHADEESTEINRIVATZ &I
KO TCEUBDREDETBIEFEAESDFEA. TDIBALT
& 1 ASLOREEENZTIS., £ 2 ASLDOREEES
ZEFBDEVWSETNY I TS Yy abRITINET,

2 & N—INMEIZAVDOBRICKDN\YITSvoad
BIERUIcBHDTY, —BLEDIOY MISAICIE 6 DOFE
PEDHRENTVET, 3 BEOE—IFREDDTRRIEEY
EEZ SN A BEHOE—IIFBHOBVEYIDTFSHYETT,
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(0.25 mm (FI%R) X 0.25um) (0.25 mm (PI%E) X 0.25 um)

BAROIZOXY MISLR., 101 7OBRTN\YyITS5va
ZRB UL CECREPEZI M LUIcEEDIONY NI S LT
Fo RAD 15 m ASLDREBZ NI TNV ITS vy a%H
WRUTEER (N1 b a) &0 2 BEOAS LOREZ LI
R (RAY B b) BRENTVNET, RAV b anSHRAU bbb
FTOBED, 2 BEHONSLLBIFDREDOHNRILENDE
BIETY, REODITHRIEEMRIRFTEINIITH, TDH
LAY 2PER MS RHBENESNE A, —& DO
R hISLIR. COHECTo2TSVIFHOIORNIS
LTY, BBYEDOEVWC ENHDERT, N\vITSvva
DERKBKHE. RROMIRREEYDOE—IDBHLICHE
(IRAV b b) ICTBDIEDHTEFRT, ZTDHE. Y1 UIL5A
LREFEVTFRITH. RRICK > TREDMRILEYM DX B
Bz RANDUNEIFELEDXT,

7890A GC
1. J\—I1TF Ultimate 1=4 >/ GC/MS B DECER
FrvU—F—N—EUICTATILY A L%Z5EHE
3 BTN -I\voTSwaikL
- |G | S
9.0 9.50 10.00 10.50 11.50 12.00
1 YVIW-NwoTISvoasyph
f a= N\wI 75y a10MA
] (BBOE—IDNS AL BIRIFEER)
i b= RE% 4 mL/min [CEIFD
O A
] J T J\ T L !\ IR LI T 1 1 1 I
9.00 9.50 10.00 10.50 11.00 11.50 12.00
3 BRISVT - I\voTSvTalEL
9.60 | | 9.%0 | ‘10.‘00‘ ‘10.‘50‘ ‘11.‘00‘ ‘11.‘50‘ ‘12‘.00‘
2. J\—=If} Ultimate A=A MBRICKDI\v I TSvva, —BE NvITISvTalEl, FR Nwvo TS5y ald 101 5
DEFR (R b a) BStaED. 3 BEHODITRRIESYH 2 BEHOASLTAHEULED ((RA1V M b) FTHRULTWLET,

—BN ZDHEDTSVIEATIEEYEFRSNE B,




ASZY EZDHEUESMDDR

NUZIVMEME GC/MS Y AT LATHEINEIDAV YR
&, 15 K@D 1 BDHBFT. XSZV. PURARUY, PIUX
DR, YP7XIBOBNEOBB LU ZERIRELET (K
3)e B 4 OHWHERICEIBICIRNTLSED. FTLL Agilent
7000A ¥ Y—X MY JJUUERE GC/MS XYV v RTIE. GC/MS
SIM XYy RELEBRUTRESBIREDNKIBICALULET .
LWXYY RTlIE. EBERS Y3 VIC 025 ppm DAST=
UHIERBICENVICHREEINEITH. GC/MSSIM XYy RT
& EDQOKXDESIM AV ZFERLTH. 25 ppm DASZY
[ER L TR/ A AZHRAITHFITEFT B Ao

1 EDRITTAS IV EELULEYMD T N TZED

+TICMRAM [ -» ™) Sop 125 StdD DACP ASZY
ha L. 2 w3 45 £104
o
R25 | L25
24 | Lo
' THHIE ' FUAUY -2
14 : B
051 srsum \ [

95 98 0 102 104 106 108 11 112 114 16 118 12 122 124 12§

3. SRM ODS/SNc h—FILAF o0 M S L (TIC)e XSV EZDELULEMICET ORI NTLD,

Agilent NU Z)VIUERE GC/MS ¥ AT LDENTZRRE &&EIRM

RT1>170 3427 2851 L 421 - 213 ~ lon 327.20 (326.90 1o 327.50) 5205155 D'\data me
_L)ﬂUS' =25 E ler 171 )0 (170 80 10 171 40) seifas Dudaid
N 32t -48 PO [341.90 10 M2 50) 52681550 \daty s

R 28 |

2.44

3 XSSV TMS K ‘ i
. .
221 -

1.84

1.44
1.21

0.84

0.4+

-0.24

123 1235 124 1245 125 12% 126 1147 4 . ' . 1308

4, KRIBRADASZVICRIT DIRHERDEE, 0.25 ppmTD ~U FIVMER GC/MS XV v RIC K DEEHER (a) & 2.5 ppmTD GC/MS
SIM XV v RICKDIREFER (b)e bUTIVMERE GC/MS XV w RTERUEEE NS VI av(E m/z3211-1711.1 T, BERS VY
23 VIE m/z3421-295.1 (BEE NSV IY 3 VOE—JEED 2.5%) XU m/z 342.1-217.1 (E—IEED 4.8%)TUT, (a) [CIFAHED
TERTINY RERESNTVET, GC/MS XV w RTERUE SIM A ZFVIE. m/z342.2, 3272, KU 171.1 (b) TUT,



BELESE WOBIONFE LIz, B5BKU 6 IE. XS5IVE 3 DOBEEUE
0.16 ~ 2.5 ppm EVSBHLUAILICEDET, XSZVE3D BYICOVTENERENRE SN, 1.00 [CBHTEL R? B
DEMLUESMIE. 078, 125, 39, BEU 125 ng/mlL DT P IONECEERLTNET, R4 SLUS [Lmd&ole,
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BBIEONT, BINYEATHROTHOR My S 2RE  C OEROREEDTRNBOT L.
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R4 BILIROAS Y EZOFEHOERMEICHTZT—F e
(R RV I RO—H U B Rs )

SRR AlE TR0 BERA 2V ~lld, REAVEOSHEZRZHICHESRT HFIR
EE e 4 EEHZTHEND S, EU ORFELBICL>THRESINED
(ng/mL) (ng/mL) (%) DTT. DAY Y RICK > TRIESNBATKA Y MEL
A=Y %2 ?Q 1%? FE. LAYORIDEENBLHDET ., BABERRA
290 439 1125 (MRL) fEDEH SNTVBIEEYICIE 3 SOBERA Y MHih
12,5 12.50 100.0 EBTY, SMNHDHIC MRL DEETELELMEEDIE. &
FUXYR 078 0.86 110.3 DESFERETHEADRILEEINE T, I UREEYICIE 4
1.25 1.25 99.9 HMOBEERA Y MBRETT . GC/MS XVw RT 4 mDEE
f% ég £$ AV NERIBTBICIE 4 DDA FVEE=Y—F DUENS
- hEIH. MU TILMEBER GC/MS/MS XV v REEFERT 315
FIRAYY 0.78 0.90 1155 - . -
1.25 1.22 97.2 BlClE. 2DDSRM hSIvavEEZI—INLEETE
3.90 3.78 97.0 F9, NUTIVMEE GC/MS VAT ALICKBDASZVEZFD
125 12.52 100.3 FBLUEEYDHTIE. 1 B/ TRIU—=U Y Li3EHE
YT RIVE 0.78 0.67 86.1 REESICTS . EEYTEICRE 220 SRM KRSV Y
o e s Y3 UPEZS—ENE ULz,
125 12.51 100.1 _
M7 M8 IV EXRTERHD 4 DOILEYD GC 5
B B . B BICEATAEE NS YIYYVIVERE NS Y YV IVDRRE
B o G AEMOERITNIZT Y RUrs0TY. E550NSYYYIVNSBRALE—SF
EERRD A e RHBSNBTEEDHDPTRIHIC, EDT—RICD
b 14 i e WTH. EERSYIYYIVREEB NS Y IV IVICADET
(ng/mL) (ng/mL) (%) J—XSAXLTHOET, LIchoT. TNBD RSV
ASEY $g 3; gg Y3V, TNZNOYYTIVI N w I RCBIFBELEY
200 398 1029 DR EHERICERTEERT.
125 12.48 99.8
PUAYR 0.78 0.72 929 Eim
1.25 1.18 94.2
fﬁ é% fﬁ ASZTY, PUXYR, PUXUY, IYPIIVBORATU—=
T V5575 FDA GC/MS XVw K7, Agilent U 7)LIUEH
it . o~ el GC/MS Y27 LERNT] BOHMFTRY U—=VF E TR
3.90 3.90 99.9 R EERD DERBEICERITCTEDRIICEBIELELE, D
125 12.50 1000 XV RIFHHCFEMMEDFIELEEEVDEE LT, Y1)
V7RIV 0.78 071 91.3 A LIFH 15 DTT, 5. TOXYw RIF 0.25 ppm &L
yo I ey 5 FDA T EREBEHZR U, 25 ppm FTOREICEN
12,5 12.01 96.1 EEREZERUEY . EERER 97% Z8X. e, 4 DDt

BYOZENZENICDOVT 2 DD SRM kS Iy avhEZ
F—ENTWVB . BHEERICOVWTTRBEERA Y MY
BONBDKIICHEODTVET,



Agilent B ZJUMERE GC/MS Y AT Ll 1 BODHT
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