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« BIRER - &KX 26 BEDOBREZYID
BXo5NE9,
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I1—Y—DEREICHECEET,

CDYVRTLZFERE. B5LEREE
BAVY RINSAX—=5EFTBRTEDHTE
Fd. INICKD, I—F—([CKDEH
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- BEEIRINLT 2D
« Agilent 1290 Infinity 1R~
« Agilent 1290 Infinity A — hF VTS

+ Agilent 1290 Infinity A5 A3V )\— b
XV K (28)

« Agilent 1290 Infinity ¥4 A —R7 LA
BHZR B KT Agilent 6140 > T )L
PUEEHE LC/MS Y R T Ln

+ 188D Agilent ZORBAX RRHT 1.8 um
N3 4L

+ Agilent Poroshell 120 A5 L 14

+ Agilent ChemStation ¥ 7 b 177
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AT LOEERE
1. [Instrument Configuration] EIEZFE
F9 (H 1)

2. [Auto Configuration] RV EIUw T
ULT. FIACEDEY 1—-ILDiEHRE
BItRUE I, BHIE. VIRIIFT
DAD D IP 7 RURABEREINF YT, T
NZANTDE. ASLTVIN—KX
U hEBERIR/IVITDRENFOF
bh&ET,
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BATLIAVIN—RAVRZIN\ASA b
U. [Configure] ZZ2Uw o9&, IV
IN—=hAY RIS Y VIERDE
MENFET (K 2),

COEETIE. BEASLYIDEZ/L
THEYREAS LIVt XY hEY
SRAIYVITENET, BREASLYID
BRINWIZASLOVIN—EXV M1
S BEASLYIDEBX/INIWIZAS L
AVNN—bAVR2ICHRELFT. &E
NILTA Ly biR—bEZEAINILTIC
gL, BE/NILT7D MUy bR—b
ERERICERLET,

R T%Z)\14 54 kL. [Configure] Z2
Uy ULT, BEERINIVITERY T&
ISAFU VTG DRENSHDFET (K1),
K 3 Tld BAEER/INILTDISRAI U
JEEZERLCVETD,

Valve 2 72, KI4#ZEIBRID Channel A1 &
ISAFIITUET, Valve 1 1F. B
#%EHEAD Channel B1 &5 AYUY
JUFET,

B2
ASLIAVIN—MXAY MISRAIVYVIER

E3
BRERNWVIBLUTRYTISZAIV Y IER



ZIUr—=3 bl

NIWVFXYY RPTUS =23V YRT

LOFERTEZRNT DHIC. IO

PIVT—=oaVBlEBERULE Ulc,
DOFITIF. BEMmEESINICHEENEI
PIVT—vavEERUE UL,

- FIER

© MBFERE

B7ITUT—vavTlR. BEDNI A,
BEHE. NS LEE. RHERE. FUE.
JSIIVRZERAVDUENRSGDXT,

x 112 A5 L, B, REEOENE

- XER FEHTWVWET, COXRZHWVWT, A5
BB L LOVIN— XY NEBBEERINL T =
BELET,
- EEl
s NAdMFIY
{tame mw HASLEVVUTIVFVIN— ZEHEA 3E4E B BE MS £ F 1k
R Agilent ZORBAX Eclipse C 8 7K + 0.05 % TFA ACN: /v Z0JX./—)b = 40 °C UV D
TEEE 121 100 mm x 2.1 mm pH=2.1 1:1 +0.05 % TFA
HUF)VES 138 USuuUBO01164
JIVEE192
NSRY Agilent Poroshell 120 C18 7K + 5 mM MeOH 45 °C ESI| RAFT 4T
XF)L 152 100 mm x 3.0 mm NH,0Ac
IF)U 166 USCFX01019 pH=6.73
Z0OE)L 180
TFIL 194
JSHhA MU= 3292 Agilent ZORBAX SB C18 K+ FEE ACN + 0.1 % +&E8 40 °C ESIRIFT 4T
2.1 mm x 50 mm 0.1%
USWEY04101 pH=2.7
RA—=FVLw R Agilent ZORBAX Eclipse K+ FE ACN + 0.1 % +E 30°C ESIRIFT 4T
=5 1249 JSZ C18. 2.1 mm x 100 mm 0.1 %
RA—422217 USDAZ01033 pH=27
2—4> 3353
A= IF LI G215
oO0>L7x=3—)b 231 Agilent ZORBAX SB C8 K X5 J—=)b 30°C ESI XHAT 4T
2.1 mm x 100 mm
USHDF01282
J\Y U153 Agilent ZORBAX Extend 0.1 % NH,OH ACN + 0.1 % NH,OH 40 °C ESI XAT 4T
2.1 mm x 100 mm pH=10.3
USHBE01536
BE{ERALER Agilent ZORBAX Eclipse C18 7K + 0.05 % 7= KU 40 °C ESI XHT 4T
PG 211 2.1 mm x 50 mm EEER
TBHQ 165 F/zld SB Phenyl pH =343
BHA 179 USSPK01256
BHT 219
THBP 196.2
=1

B7IUTr—v a3 TOHEE
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1 RDAS LZREL, 1 DORI T3V
EINANARYYavEVLTERLEL
T, REEHETC. SHSLZEEDIFU.
NIVTRYYaveEERLFLUR (H 4).
COEET. ASLIKERLED., X1
INAFEFBERRI Y aVTERLED
LI, FINWITRIY 3 v=R
ULEYT. S LIVIN—RXV MDAS
LRIV avE, galrcncEmad
[CRTRENFT,

BoFENfcOY vy TZBEWVWT, A3 A
ZEELERT. BOFSNETSAFY
UV ITIRTCDFrESUZESNY
VIU, EDQINWTRIVavICEDA
SLDERLTVDHLICDONT. ]ROH
EUBVKIICLET,

RIS, BRIFUIERYY 3 VEIEEDH
SALICEIDHETEY (K 5). HEDHS L
ZEEHHISEIRTDFAIC. A5 L%
F—HIR=RICANTDHENGHDFT,
CDTF—IR—RICIE. BSEEW pH &
BEWVWDTEAS LIS A—=FHREFEEIN
x99,

TCC Cluster Configuration: Instrument 1

Phumbing Cobumn Configuration

Color S| TCC1  G1316C(DES3000347) Outiet
3 — -. . Tots ULo«up 4 E
Poz 3 [ C TCC2 Left g
Pos 4 = Colusin TCC2 Lower Right
Po: 5 - Column TCCH Upper Laft 1Cc2 61 mmsammsp Inlet
Poz & = Colugrin TCC Upper Riaht
Pos 7 ol Columrn TCCo Lowver Laft
Pos 8 ] Bypass None Nane *a
Post Column Cooler

use post calumn cocler on Lef Flight
Corcd | oo |
B4

[ASL] Fld TINCINR] RIYaVTERIBINWITRIVaY.,
DEDEHT

&, ASLIVIS—FXV B

TCC Cluster Configuration: Instrument 1

Valve Color  Standby Temp. Column ID Column Description

o3 40°C Eclipse Plus CB, 2 1x100mm, 1.8um [LIS
Posz2 HH 0T USHBEDT536 Eutend C18, 21x100mm, Sum [USHBED..
Po:2 N 4a0°c USWEYD41 SB-C18, 2 1x50mm, 1.8um [USWEYDA1
Posd [ 40T USSPKO 256 SB Phenyl, 2.1:50mm, 1.8um [USSPROT.
Pos5 [ 0T USHDFO1 282 SB C8, 21%100mm, Sum [USHDF 2821
Pos6 [ 45T USCFZOm3 Poroshed 120, 3x100mm, 2.7um [USCRX..
Po:7 3T USDAZ01033 Eclipze Pluz C18, 2.1x100mm, 1.8um [U_
Past column cocling

Mot Cantrobed Az Detactor Cell
5
L

TCC1 G1316C(DE93000347) Outiet

TCC2 G1316C{DES3000361) Inlet

E5
BRFLIENIVIRIDVaIANDEHAS LOEIDET
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LZEFEUE T, 2 KORIUHS L7%Z{ER
U NIEESEVES(E. INIEEEIC
FECTY, T LTEERTARDRE
TNFEI,

RIS, BEMRZBEER LT 0@
RIY 3 VICEDHTRIUREDNSHD T,
CNIEH 6 DEEZAVNTEIENET,

JULT 2 bS5l 6 DDOKRIBEMED ML
INEY, JULT 1 D5IE T DOEHRE
RN ENE T, COREBDBRER
EATYIHED OB, XV RER
ZRBTEET,

03 MIS5T 1 XV Y ROE
IO MIST4 XV Y RERELTL)
DHLVEIC, HBRREEEDAS LBK
UBEHEHDBRNTTUET (B 7 HK
U 8)e ASLYIDER VLT OBEER
NIV T Z1—P—DESICRIET DHE
[FdHDFEEAS

B 7SR oOVRIST IS X—=%
DENC. FEDDEECHERIFKRB K
UBEHBEIRZEERLE T,

X8 T, BEARIORNY > ZIUvI LT
ASLZEFRLE T, ASLOVIN—K
XY BMCBIFDBERULEAS LDIRY
Yavig, EEaflcRRENE,

INT. DSLEBEENAY v RIS
X=FCEDET LI, B9 ICIE. XV R
DTYY 7D NRAOEEZRLTV
EB

pH Molasity (mM ] Soboant Name

Channal Sudvent
A1 Vabw 2-Por | e =005XTFA 21
Al Vave 2-Pos 2 WbersHH40AD £73
Al Vahe2 Pox 3 Wate +013F4 27
Al Vahe2-Pos d Wae 68
A Vave 2 Por B wisten(1XNHAOH 103
AL Wahe2-For B Wb D05% doslic acid 343
A1 Vaive 2 -Poa. 7
AL Vb2 Pox B
A1 Vabve 2 - Pos. 3
AT Vaive 2 Pos 10
AT Vabw 2-Poz 11
A1 Vaive 2-Poas 12
Chasnal 42

wabee =0 0SXTFAEH. 21

‘wabel +01XFA pH: 27
‘wistes pH- 6.8

B1: Vabve 1 -Pos. | ACN/fsopiop 50/50 ACN fisoprop 50/50
Bl:Vaive1-Pos 2 Methanl heethanol

BY: Vahe 1 -Fes. 3 ACNSDI3FA ACH+OTXFA,
BY:Vahve 1 -Pos. 4 ACN+015NHAOH ACH+01%NHAOH
Bl Wakel Pz & Acelonitis Acalcritile

BY: Vahw 1 -Pos 6 Ieopopanal lopraperal
Bi:Vawel-Fos 7 Ethand Ethancl

B Ve 1 - P B
BY: Vahve 1 -Pos. 8
B1: Vake 1 Pox 10
B Vabve 1 -Pos. 11
B1: Vaive 1 -Pos. 12

& Waber+NH4OAC pH: 673 mM: §

‘Woaber+ ILTENHAOH pH- 1003
Wb+ L 05X Acetic scid pH. 343

Sobvand Ty

00,0 % Wishes D1
1000 % Wakes V.01
1000 % Woake v M
100.0 % Wkes V.01
1000 X wiskes 01
1000 % Wikes ¥ D1
100.0 % Wiskes V.01
000 % wabe .01
1000 3 Wiker .1
1000 % Wiakes V.01
1000 % Waes 01
1000 % Wakes V.01
1000 % Wabesr V.01
Drganic

1000 % Methanal V.02
1000 % Acstoriis ¥ 02
100.0 % Acstorinde V.02
1000 % Acetoriile .01
Drganic

Organic

100.0 % Acstorstsie V.01
1000 3 Aostoriuie V.01
1000 % Acetorie Y 01
100.0 % Acsiorits V.01
1000 % Acetorie V.01

Viscaziy [cF]

E 6

KES SUBEHBHHEOBNENIVIBLTNILITRIYa

Setup Method

INDEIbET

vl = [l

Flaw
0400 © ml/min
Sokvents
A % water =0.05%TFa4 pH: 2.1 w
B: ¥ 800 % ACN+0.1%FA -
ACN/isoprop 50/50
" Methanol
. ACN+0TFA
I ACN+0.1%NH40H
' A Injector/Mo Limit Acetoritiile
@ 1000 | miq lsopropanol
Ethanol
Pressure Limits
Min: 000 | bar Max: £00.00 bar

E7
03 MIS57T 4« XV v ROBEIEREIR
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© NS LDMAMZHRFT DIHIC, @
BRASLAEIO—/RICYDEZ D
FAIS. FILLBEMETRY Th 5%
HBRETONANRETSVIIIT
DTEEHRELFIT, INITKD. B
SAICHESNZL pH OBEHNSH
SLESFDEDTEFRTY,

« BRRIC, W LEFEMZERLTHDIC
BURCBRCHSLZERFTDEZ
HWRUFI, . HEICDESTAH
SLEFERULEVGSITEZEETT
HLFET,

s AVITOavINILTDSLBEN
SLDFEAT. DSLRET«ILF—
ZEEATDHIEEHBEUEY, YT
JWHRFHR T« LI —ICDF o EBE.
T4 —FREI3ZEXEL, BUAS LA
ZEEVNDDIF BT ENTEFT,

- TSyyv. Tk, hSLREE
BECEZET7IUT—Y3VDTR
=y~ I ABBETDEERNTT
(& 10),

* 1 DEDOSA VT 7TUT—v3ay
[CEUCBIECYRAT LD ISy Y
TJENFT (INAINRDASLYIDE
ANV T )o

* 2DHDOSAUTIE AS LZETO—IN
AENDER. RS CTHEELE T,

* 3DEDSAUTR. ISV IHZEH
BULET,

* 4 DEDSA VTR BEEDTLE T,

« 5 DEHDSA VTR, BT IVEDHh
LEY,

+ 6 DEHDSA VTl REICHBATH
SLEFHELET,

< EYIEH U VWREIZED T, MELES
1 V7ZEN. HIfR. BE. REITH
EDTEXT,

Column

") @=sEclipse Plus C8, 2.1x100mm,..
) @=mExtend C18, 2.1x100mm, Sum..
) o= SB-C18, 2.1x50mm, 1.8um..

© e==5B Phenyl, 2.1x50mm, 1.8um..

7 @= 5B C8, 2.1x100mm, Spm..

) m=mPorashell 120, 3x100mm, 2.7um..
© e=s=Eclipse Plus C18, 2.1x100mm....
@ W Bypass

\

S Puwvmml01gmh&wm|¢1mm~smmpw..'¢1mm|

TCC1 G1316CIDES3000347) Dutlet

TCC2 G1316C(DES3000361) Inlet

8
IO MIST 4 XYy RDHS LOER

Solvent Compaosition
Solventname Used Percent

9% from ,.Sudan Red.M*
method, print out section
water =0.1%FA pH: 2.1 Yes 20.0
ACN+0.1%FA Yes 80.0
Selected column
Column|ID: USDAZ01033

Selected Column:Eclipse Plus C18, 2.1x100mm, Column detail from

Mobile phases details

1.8um [USDAZ01033] »Sudan Red.M“method,
Usage: Column print out section
9

XYy RTUY b7Y FHDERD S LB SUBEED XY v REHll

_Line Location Mame Method Hame Inj/Locali T Dalafile InVolume Tasget Masses AutoBalance
1 : SUDAN BYPASS CLEANING 1] Sangle
2 colunn squibralia| _ SUDAN COLEQUILERATION 1[Sangle
iank colamnin SUDAN RED 1]Sangle
PIADT | sanderd SUDAN RED 3[Sangle
PIE43 | pepeka ponte SUDAN RED 3] Sangle
colunn dearing | SUDAN REDCOLUMN CLEANING 1[Sengle

E 10

A=FILY RPITVT—2aVDRRAI—I—T IR

IRTDAYV Y REXY Y RY—=FT VX
ZRELHER. DT LPEREEEZEE
BETFIC. fRO7 TV —Y3VER
TCEEFT. BRO7TUT—Y 3%,

FHOSWEICERLULTRITLI L
(R 2)o Y TIVAIAEIF. FHDH™IC
ZENTVE A
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INFEYhoyOS L7z =1—- VDR

L&Y/ {LEaYiE

205 L7 z=23-IE. HEEO—E
TYo LEFEANRT MUFENET. &4
PNFEEDERETFDIHICEDNF
9o ZDH. \NFIYHSBRHEIND
ZEDHDHET,

EIfEAE LT, BEEEUN®HD T,

OH OH
Cl

SN cl

o073 NS LEFH
20000004 NFSYhHOSATT=a—I
10000007 MS ESI neg SIM
0 T T T T T o —
2 25 3 35 4 45 %
M-H)~ 231
2000000 HOSLT = a— LS (M=H)
48 ng/3 pL
1000000 MS ESI neg SIM
R e S e e e e e—— —
2 25 3 35 4 45 %
A |
m 437 NFIVRsOSATT=a—)
DAD Y5+

SR III

205 L7 x=0—)b. K/ AZ /=)L =91

Y7 )VELE IN\FZY1g7%K4sml THRL, BREBZT7ILY D
0.45-um Econofilter TAEULIDE. BE 48 ng/3 L [CFED KD
[coO05 L7z =0—ILERM.

bl N Agilent ZORBAX RRHT SB C8. 100 mm x 2.1 mm. 1.8 pym.
600 bar FH

)

AR A H,0

AR B : X5 /=)

JSITIUN: 89T 10~90 % B, {ELLAFE 1053, RASSYAL 45

TR 0.3 mL/min

F=MVTS,. O pAVIT O3 VIV-TER

AAE 3L

b= Z—RILDSHAIZE 10 7

ASLIAVIN=FXV B

RE 30°C

DAD

10 mm JN\RR. KK 220/4 nm BKU 254/10 nm Ref 360/100 nm. 20Hz

MSD T ILFE—FR

ESI AT« J. SIMAF> =231, §RARZ 5 L/min. NiRKSA H&E 150 °C.
RISAYES 60 psigs V,,, KIT 1 TEXTRAT 4T V RIFT 4 TBRU
AT 472000V, JOF 5pA

charge
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U39 21—=ARhINYU D3

{t&M/(LE50E 0% MISLEFM
YUV, IR+ VO—FET.

BRUREY Y OTRHEINE T, EcE )
MHEONZYETY, MHUOET, U (M-Hy 153 D KR
neg
Y IREERRICHEDEIFSNTVE gggg
g, HFRFREREE, VO a1 - %ggg
DIRBARERE S0 p/L ELTOFT. T B A A
FRMES T, U dY1—ABKUY 8000 JOY U B 30 ng/3 ul
A 5 —th® PRI 50 pg/kg. BEEDU > 000 MS ESI neg SIM
J8Rdhd _EBRIE 25 ug/kg. FLshB AR 2000
EFRD LFRIE 10 pg/kg EENTVIET, 0 05 1 15 2 25 3 35 4 45 %
CNSOLRIE. 2003 % 11 A1 BICE . a2ty
HENEBDTY 2004 DAD ¥TF)b
04
~2007
o s 1 s 20 25 3 35 4 45 4
SR III
UydYya—Rd/)\WUY
Y7 VEHLE YUrdYa—Z 1 mL T/ U 10 pg &7
ASL Agilent ZORBAX RRHT Extend. 100 mm x 2.1 mm, 1.8 pm.
600 bar
w7
AR A H,0 + 0.1 % NH,OH
AR B ACN + 0.1 % NH,0H
JSITUN: 1.8 73/ 1 %. 2.3937T 90 % B . {F1ERFE 5 9.
RARTA L35
TR 0.5 mL/min
FA=MYVTS, O plA4VIT oY avI-TER
EAE 3L
b= Z—RILDOSHAIZ 10 7
ASLAVIN—BRAV B
BE 40 °C
DAD
10 mm J\ZAR. EE 220/4 nm BKU 254/10 nm Ref 360/100 nm. 20Hz
MSD ILFE— K14 Vil
ESI XAHF « 7. (M-H)~ 153, BZ&ARX 5 L/min. Nk HRE 150 °C.
RISAYPES 60 psig. V,,, KIF 1 TBEORAT 1 T Vg KIF 1 TBET
XAT 472000V, JOF 5pA




7IUr—3203

NTVHBERPRA—=F LY FORH

{t&¥/{L5YE 0% MISLEFYT

A=V & FLVIDD o feRED
MARRKYETT ., AL—HPFUIND
Y- EDBROBEBICHERINE
I Uh L. ZA—=F Y L =5V 1lIl, R—
F WV (& ERDARFHEEIC KD FE
HEPEICHFENTVD D, BRICH
[FBR—=F | DFERFE. ZLDETE
LFENTVERT,

OH

1 2 3 4 5 6 7 8 9 a2
s 2 Z—4'>/ 1 (M+H)* 249, 12.6 ng/3 pL
20000
T T T T T T T T T
1 2 3 4 5 6 7 8 9 a2
A—4>2 (M+H)* 277, 9ng/3 pL
1000 ‘ ( ) ng/3p
500
1 2 3 4 5 6 7 8 9 b
mnoow Z—5 VALY G (M+H)* 215, 10.2 ng/3 uL
0 S T T T T T T T T T T e T e e e e e
1 2 3 4 5 6 7 8 9 bl
20000 A 4 Z—4> 3 (M+H)* 353. 12 ng/3 L
10008
1 2 3 4 5 6 7 8 9 b
SRV II
A—=5VUvR1, 2, 3. ALYV G
B VEHLE : HHRICA—4> 1=126ng/3 uyL. X—%'> 2=9 ng/3 pL.

A—523=12ng/3pL. R—F AL VTI 6=102ng/3 L &
A, NTUAKK 259 Z7 M= MUJL 20 mL THE L.
BER/(R(C 45 DRERE. ZTD%. REBZE7ZILY +D
0.45-pym Econofilter T2i&.

HhSL Agilent ZORBAX RRHT Eclipse Plus C18, 100 mm x 2.1 mm,
1.8 ym. 600 bar A

w7

B A H,0 + 0.1 % FB
BIEB: ACN + 0.1 % &8
ISITU: 10 53C 80 %~95 % B. {ZIEEFE 4 9. RARIAL 15D
TR 0.4 mL/min
F=MVITS. 0 pAVIToOVaVIN-TER
AEAE: 5L

b= ——RILOSHEIZE 10
ASLAVIN=RXV B

RE 30°C

DAD

10 mm J\R&R. #& 220 nm. 10Hz

MSD YILFE—F
ESI RAT 4T\ SIM A F> (M+H)* 249, 277, 353, 215, BZIEHR 5 L/min,
NiRS A HIRE 150 °C. R TS YHES] 60 psig. Veap RIF 4 TBRUORAT 1T\

Venarge NI T« TEXURAT 4 7 2000 V. IOF 5 pA




PIUr—3v 4

B LRI LERI D 21

9=t A=t

BERALERI O FLibE FOFY 72y —
JU (BHA) 3. BR&FM¥IELTRHLSN
DEMERILEAIT, E &SI E320 TY, —
fiRIC.BHA & BHT DEREREDHTS
£79Y,

JF)tk RO+ MUY (BHT). BHA,
NUk ROFY-JFOT T/ (THBP)
[ClE. TJU—SIAHIERESEDEA
B&HEbFET. TU—SIALERREL
THBET BT ET. DT U—SI A
DRIGZEHE LE T

\0 \0
OH OH
BRRFEOOEI (345-~UE ROFY
ZEBHTOEID) (£, 1948 F£HSE1L
FELEElE LTERSNTSHE D, Bbzi
ABENT. B PERZSORMICH

MENTVET. BRAMPEL T,
E310 D E BESCTHEAINE T,

OH
HO

0

0

TBHQ (tert- 7F)LE RO+ /) &, &2
MBRDREFRE LT, EhHTEV
MREFDOYETT, JFILEE ROF
27 =Y =) (BHA) IEE DD RTER &
HHPEDETEASINDZEEHDFH
9. BmaiE LTIE. E319 D E&ES
THERAINEY, BLULRmMmICAMEN.

03 IS LEFN

DAD ¥ZF)b. 230 nm

mAUM
50—

T [
3 4 5 6 a2

BHA; BHT; THBP; PG; TBQHQ; X% ./ —)UICiARE

A5 L Agilent ZORBAX RRHT SB phenyl. 50 mm x 2.1 mm. 1.8 pm.
600 bar A

KT

BIEA: H,0 + 0.5 % Bt

BIEB: ACN

JSIIVN: 10 3T 10 %~95 % B, EILFE 79, KRARSYAL 3R

TR 0.5 mL/min

F=MIVTS,. 0 pAVIT O3 VI-TER

AAE 3L

P Z—RILDOSHAIZ 10 7

ASLIAVIS—BXV

A 40 °C

DAD

10 mm JXZER. JEE 230/4 mm. Ref 360/100 nm. 20 Hz

MSD ZILFE—K
ESI XHFT 4T, SIM A7 211, 165, 195, 179, 219, EEH X 5 L/min.
NKSAPRE 150 °C. RIS A Y 60 psig. V,,, KIF 1 TBEURAT 1 J.

Venarge NI T 4 TEXKURAT 7 2000V, I0OF 5 pA

——
1 2
3 A MSD TIC
e e
1 2 3 4 5 6 %
E A SIM > 211, PG15.5 ng/3 uL
r——
1 2 3 4 5 6 %
20003 I SIM 7 >/165. TBHQ 17.3 ng/3 L
e
1 2 3 4 5 6 %
WIM A 7179. BHA 41.4 ng/3 pL.
0\ T T T T T T T T T T T T T T T T T T T T T T T T T T T T T
1 2 3 4 5 6 %
SIM £ >/219, BHT 31.8 ng/3 uL
200007
L e e e e e B B S A
1 2 3 4 5 6 %
03 N SIM £ 4>/195, THBP 22.8 ng/3 L
| — ‘ ——
1 2 3 4 5 6 %
PRYVTIV

LERRBEEDHTHULME (1000 mg/kg) TEE
EESNTVE T, BmailpE LTO TBHQ
DfERAE. KETIE 21 CFR.§172.185 [C
KOHIETNTVET, TBHQ DB HEF)
Rl FEHEZRTEDILTT,

HO OH




7IUr—305

VS5hA NTU—=2VD5h

{E&¥/{L&50E

IShA MIVU=VIF. BABAREEIE U
TEDNDIEFN. BMPAEINDEFERTR
PEERE. HERFOLECERATN
FI, HEFNRECHBAVSNET,

1992 8, ¥YSHA MNIU—VESTRZE
BR2E. BRICEXRGBIRIELDT
ENBASHICED R U, RKETIE.
1983 FELIFE. REBERE COERADLEE
USNTVET,

QoVeR
CI~

o0O% NS LEFE
mAU+ DAD %% )b. 254 nm. 24.6 ng/3 uL
3,
2,
‘I,
0,
71,
0 0.5 1 1.5 2 2.5 3 35 4
mAU - g
0.6: DAD ¥ZJF)b. 500 nm. 24.6 ng/3 pL
0.23
-0.24 | | | ) | } | |
0 0.5 1 1.5 2 2.5 3 35 4
60000 . .
400001 MSD SIM 44~ (M+H)* 329, 24.6 ng/3uL
200004
0 0.5 1 1.5 2 25 3 35 4
SRV
PERZ NIRRT HA RTU—2, BE 24.6 ng/3 uL [C1ED K S ICHR.
HhS L Agilent ZORBAX RRHT SB C18. 50 mm x 2.1 mm. 1.8 pym.
600 bar FH
KT
B A H,0 + 0.1 %
AR B ACN + 0.1 % &8
FSITUN: 39T 60 %~95 % B, EILEE 53, KRARYALL3 S
TR : 0.4 mL/min
F=MBUITS. 0 pAVIToOVavI-TER
EAE 3L
b= Z—RILOSHAIZE 10 7
ASLAVIN—=BRXV B
BE 40 °C
DAD

10 mm /XK. E&E 254/10 nm 8KV 500/20 nm. Ref = off. 20 Hz

MSD YILFE—R
ESI XAF 4 J. SIM A7 3292, BIRAZ 5 L/min. NKS A IR 150 °C.
RISAYES 60 psigs V., KIT « TBKURAT 4 T Vg, KIT 4 TEKV

X AT 472000V, J0O0F 5pA




7IUr—3v6

NS D3R

L&/ (L&YE 0% MISLEFG

INSRYHMEERB LUREERICHBN

T, ®RERIEUVTLLAVLLNTVET,
:J’\”yj_\ Fﬁ,ﬂ}i{%;ﬁﬁm 91—[:'“/7 100000% N }L fL
Iz, EBARESH BEIZCILA o= T a5 s I
T—. WEEHEEICEDNTOET,
BRFNYELTHEDNTVET. 2””“3% JL AF VISR (M-H) 162
24 6 8 10 A
—RRRIIEINS R EULTIE. XFIVINS o )
. Z . 50000% Jk IFILINSAY (M-H) 166
NV (EES E218). ITFILINSRY 0 ‘ - ‘ ‘ ‘ ‘
(E214). ZOEILINSRY (E216). TFIL 2 4 6 8 10 7
INSRUDGDET 100000% JL FOEILIES A (M-H) 180
2 4 6 8 10 %
100000% TFILINSARY (M-H) 194
G T T T T T T ‘L T T T T T T T T T T T
2 4 6 8 10 a2
0 OR
bar i |
AFIWINSRY IFIVINSRY, TOEIINSRY, TFIVINSRY,
X% J—)b/7K=1/1 HT 100 ng/mL
ASL Agilent ZORBAX Poroshell 120 C18. 100 mm x 3.0 mm, 2.7 pm.
600 bar A
KT
OH BIEA H,0 +5 mM NH,0Ac
AEB: X5 /=)
IJSITU: 59T 40 %~55 % B, {E1LREE 12 9. RAMSYA L35
TR : 0.5 mL/min
A=V TS, O pAVI I oYV aVI-TEH
AEAE: 3L
b= Z—RILOSHAIZE 10 #
NSLIAVI— XV B
R 45 °C
DAD
10 mm /XK. K& 254 nm. 10 Hz
MSD YILFE—F
ESI XAHT 1T, SIM A4/ 152, 166, 180, 194, EZ/EA R 5 L/min,
ANIRSA PSR 150 °C. RTSAYES 60 psig, V., KIF 4 TBKURAT 1 7.
Vorarge KIT 4 TB&URAF 4T 2000V, I0OF 5 A




7IUr—=3v7

®EFEIDDHH

{t&Y/{caYvE 0% NS LEFE
RFH
wEEMF MUY L 211, TV E330, mAU -
VILE VES E200 (&, HEPEER. EEOD 160 pa——
EiEZF<BINT. BRPEEIORER 140 7
ELTHLBNTLET, 120
100%
807 REE®
6[];
40?
e HUFILE
"
. \1\5\ \2\\ \2\5\ \:\;\ \3\5\ \6;
HRYITI

VILEVEE., TEEE 6.5 mg/5mL. YUF)LEE 43 mg/5 mL. TV 11.8 mg/5 mL,
A% /—)UFAT 5 mg/10 mL. X% _/—)UT 1:100 [CFHIR

ASL Agilent ZORBAX RRHT Eclipse C8, 100 mm x 2.1 mm. 1.8 pm.
600 bar A

w7

BIEA: H,0 +0.05 % TFA

AR B : ACN/-vZ70J\./—JL 50/50 + 0.05 % TFA

JSIIUN: 10 53T 35 %~75 % B. {FLEESE 10 59, RA RS A L5545

TR 0.3 mL/min

F=MOVTS. M0 pA40I0VaVIV-TER

AAE 3uL

i Z—RILOSHAIZZ 10 7

ASLIAVIS—BRRAV

BE 45°C

DAD

10 mm /XA, EE 205/4 mm. Ref 360/100 nm. 10 Hz




i
b

Agilent 1290 Infinity Y JLFE—RVY U 21—
vaviE, MFOTEZRREULET,

s ASLEBEEZEAXY v RIS X—%
EULTERTEX T,

* 2 DOASLTVIN— KXY RTERKR
1 ARDAS L. E5IC 1T DDA
FRI(AZRAWVT. 1 DOREETYIL
FPITVT— 3V ERTCEFT,

- . ¥k, hS LT TP ATy T%®
BW\WT. 77U —v 3D\ T
NAI == I AZRRETCEFT,

+ KEOHHDHS LPBEEOEEF
IF7ZEL CEDNTEFRT,

s MEBIFEZE(CVYDTH. Agilent 1290
Infinity LC Y AF LATIRTDERES
TUT—Y 3 VLR TEE T,

s BREEMULED., REULEADS LD
WwennzAWLeb LT, LWL T
Uo—2a v ZGBICENTEE Y.
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