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#7202, Agilent 1100 ¥ — X
WY 2T 07— v 7 igx v
FL7

o BONIALEYOMIEER, 757 Y 3
Y OFGHTCHEREL F L7z

o BMAT —VORRIHEDTE, AV
FEAr—=NT7v7LFE LT

o 1 OGN TLERLANE LY S8
2572012, Agilent 1100 V) —
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PIU=v3ay

SHFS ) RRSE

] mwIFIus-vay |

5Ny BN EMER, FHER T
O A O DEELILETT, %
HKOIwrux 574 =507 7T
B SV RELLEEEEOH VKRS Z
Hws &b R ROBINTHES L
T o M — VO (RP) HPLC I3,
ZOFECHERIICEY. XTF RN
SRBANS VS BOGRRER DT —
770 —ORBEOTRTUELIZMEN S
¥, RP-HPLC THWw SR A BEM
FIFR &R BT ERSED Z
EVHMONTWETH, MNHhE %y
HICHFE LWEICHET 22T, [
BTELILNELHNFT, Agilent
1100 ¥ — XY 27 2&, @2
O b7 74 —ICRMETRELIZY A
7 AT,

EREER

WAOGHERE T, B 37 8
56 kDad &) h, FthzE®d 5
7201, DEh 4 uLoMER L7237
V%, Agilent 210054 7 F 5 4
PHOTHELT Lz | 11213, 5047
DILZ O 720l FHEF VAL XA —
VERLEILE, L2 buTzus I
LD 28 BHHEDY =25, My vy
HRED 20% 0% > 58.6 kDa
DY NI EITHY L, YV A=YT
bENDPHOENPE LY F L, T,
Woricdy FVvipicHlD 5 Vs g
PHEAETHZEERLTVWET,
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RP-HPLC #HWTiRY) OWE% £ 512
FRLE L, K 2 12, Agilent 1100
GRAEE Y AT A& iz, RS
7 V@ RP-HPLC /iU o7 u< b7
FLERLELL, 27U NI T ALHO
sz, 7927 vavarsziavyol
HBLORTZRL, #ilE7527 v 3
YIMIHDOLENMEEREELTVET, &
512, 792 vavalysyhorng
NOWELINAL TVEDS, £7F 2
YavIlFERENTVET,

Hi®» 56 kDa 0% v\ Be&h7 5
yyavEEET LD, FWMLE 3
DTRTCDT TV ¥ a v BHREETRL,
PBS #&f#iilc T L. Agilent 2100
NAFTFIAFRHCTHILE L7
K 3a 12, HEWEBLY 3 20757
vavorlLrZha7zulIAh%R0
F9, WBTHF VA A=V % 3b 12
RLELZ, L7 bu 7207500
T—=3BLOFZEDOT VA A=TUh 6, H
Ko 56 kDa % v 587 Eik, 757
vav 2 HMENLEZERGN) T,
M 4alz, 7927 ¥v 3~ 2 ®» RP-HPLC
TOHSMNEEZRLE L. FEFICE
MrF1aLA4AX)a—2FxY)TL—
Yavilih), BLZ 11.551CH—D
| X DY /v gl N A VN N
DHERTET L, ZOREIE, MKk
YUNRIBEOEEEERLETY, 75
Jvavy 2ol ha7zurJAh

(M 4b) Tix. 20 kDa fHEIZHMEOAR
MMOHFHEERLTVET, 2100 N1
FTFIAFY T by T THEB SN
0y Uy EOMEX, 456 ug/mL
DY T EEDOMIRET T6% TL
720 Agilent 2100 /4 %7+ 74 #T
¥, RP-HPLC &R %L LFHTY %7
BhESHTHIEND, ZOREEIED
WCHRT A2 N TEFT, RP-HPLC
EB KD E WIS LY 5L F A8,
2100 N FTFIAYTIEY V"0
BEDREEDENIL o THHLET,
ZDkH, W 4b TRAMMERIET S
e TExFELA, RP-HPLC Zu~ b
TINTIE, E=21F 2 20O8RLB 5 v
NIEPSREINTWE T, Mk s
URTBEERBLTDIL, AF R0
RN TA=RTFVAB IO NS T
74 =D &) MR FEE IR
WAT TRBERGERD ) 5,

FED

IV TR EHUE TR RS 2 LELRDH
Yt BROGMFEPLEL 256
BHNFET. 7YV ML I 2
DREROEHNT VR ERFRE L ¥
S8 IA4¥—y g rRLICTRRICT S
1100 V) — 250Uy 2 7 4% 2100
NAFTFIAFEwab=F LY
Va—YareR{ELTwET,
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2 o
g3
28.1 53
58.6
250 1 —w==-UM:210
62.4
system
200 peak
lower
1507 marker ——117.0
—-974
100 -—55_7
w—=—53.0
50 upper marker
2.1 831 1398 ——325
192 —"290
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0 *'Wv . )13 144
123456 789 1 n 1213
I I N Y | [ | -SP
[ | I I [ | M

K ° ? ® Tirflz (secondss? ® N /
E1

Protein 200 Plus 7 vz ZF\\z Agilent 2100 /X1 7754 Y CORFER
IINIBY YT VDB, TLIMOTIOITSLEF VA A-IBTRLEL
fco BF( kDa BDHFERTLEFEI. BHOD 56 kDa FVINIEIE,
58.6 kDa ICHHZ{ 9 5 28 P OBEIFHETLT.
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~

B
=
281 | 586 2
E — o ™
624 285 8 5 =
£88 83
S 8 8 ® ©
HhEE E=
—_—-210
M starting material
e -117.0
—-g74
—— 57
===-53.0
fraction 1
| /J ——32.5
— —TT290
‘ L fraction 2 C25
| . 144
| fraction 3 -

\

3a/b

Protein 200 Plus 7 v« &R\ Agilent 2100 N\ Z7FSAHTD, 7
BRERYATLTHREN: 3 20759305k, ILY dbO7z0OY
5L (A) EF VL A=Y (B) BiFEENTVE T, HF($ kDa BliDHFE=E
RUET., BHID 56 kDa FVINVEIZTSI 3 2 [CFEETDHEDTER
EhFL.

1-vial 2

1-vial 1
1-vial 3

500

400

300

200
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§.5 1‘IJ 1b.5 {I 1‘1.5 1‘2 1‘2.5
K Time [min]
2
HERIVINVEY YT IVOZRERIOY NS L, 207 M5 LHROHRHE
RBZENENTSIYavILIYaVORMEETERLET, iR, 280 nm
DUV YIFVOE=-I PUHDOULEMEZTRLET, E5IC. BFRBTISH
2avaLITRORELIETS IV aVDNL 7 INIEZRLTVET,
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~

mAU
120 system
peak
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marker 56kDa
100 target protein
80
60
) impurity

20 kDa

20

|
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Time [min]

L

E4a/b

759v3y20o0vMI5A (A) EXILYvOT7055 4 (B). RP-HPLC
BEARBEYVNOERTLETH, ILIPOTTOIFSLTIEFR 20 kDa
AT EDT N EFEZETLTVET,
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Agilent 1200 V) — A5 WY AT
ME BEEBIUN ZV—Ty MEKT
OALEM T 4 75 ) OALEMOREEN I F
AR Y = VT, =7y MEEIC
5 L CEME D OBEN - BINERCORE
WHETY, Agilent 6110/6120 ¥ —
A MSD &, fiiE»roGEkom-~ A
R—=RA750yaryalysyaviZiyci
y IVFE=FAAF VFER, RYT4 T
JAAT A4 TR E v X0 s
SN RGeS T DTS 5 IR
DY Y 7 VINERIE ESETT,

16

PRFE

RRAE

] mIrIus-vay |

Agilent 6110/6120 Quadrupole LC/MS ¥ X
TLICKDVAN=RATS993rAboo3y

EREER

NIWFE-RLF VY —-AZRAW
NAN=RTS9Ya3vyaboivay
Agilent 6120 MSD Tid Agilent ¥
VWFE=FAF V=A% HWHT LI
I, vz rgxFL—A4F Lk ok
FEALEA & bR RIS & & A3
BETY . LA, ESI 7213 APCI ©
ELLNTAF My Thhid A +
YERERL, 797 v a vRBEhE
To YNAR—AT75 7 vavalrsysa
YOANTOREREIR 1 0LBY T,

JULFE=-RAFIY—=RABLUOKRY
T4 T /RHT 1« TEENRZRAVEY R
N=R7359Yayavosvay
Agilent 6120 MSD Tid1 H O T
RITFAT/AHT 4 THHAET) 2 Ln
WHTY, 20720, HELEWDPEY
TATERIATTATE=FD ESI %
7213 APCI o556 0TA+ Vb3 h
W A U REREINET, YAR=Z
797 va ey Baicid. E@E,
[M+H]" ® [M-H] ® &9 A 4~
AV FTIRELT T, YAR=27
Sryavalyyva vEBROKREZN
218 LETS

mAU 4
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2500000
20000004
1500000
1000000
500000 4
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N

min

E1

YAN=2R735993Y, JVFE—RLF VY=, RHT 4 T4 F/LE— ROIER



FEH

K77V r—vay /)= Tl AFT4
TBLORY T4 74+ {LE—-F T,
ESI & APCI O &) B hH 44 V%
w7z, Agilent 6110/6120 MSD 2
LB AR=27F 7 vavavryay
#mRL ¥ L7, Agilent 6110 MSD T
. RYT4TE3A0F4 T4+ 1k
E-Forbo0%, ESI £7:13 APCI
DEL LA F AMEEE WD Z Lot
iET¥. Agilent 6120 MSDTld, &Y
TA T/ AAT 4 THEER, ESI &
APCI ZFMIAT) SR VFE—FA4 ¥
V=A% v, BEPOFEEOE Y X
Re=2T757yavyalbryavk 42
ENTELT,

DAD

20000004

1500000

1000000

500000
0

MSD (6120), MMS
negative mode

2000000 4
1500000 4
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500000
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MSD (6120), MMS
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YAN=2R75993Y, JVFE—RLFT VY=, RBT 4 TBEUTRIT 4 T4 FELE— FORER

[W?)lﬁ"&— RA 7>V —R%HEH UTc Agilent 6110/6120 Quadrupole LC/MS Y RF LAICKBDNVAN—R TS50 3> ILY

Yav]. BXES 5989-5673EN
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([ 7ovr-vay

G F 723N ANV =Ty MDD
BoNBIEWO S TRIGEFHEANTH
Az, XAR—=AT7I7avalby
vavEHWwE HPLC ARz 5
THERRA Y v FTTo YAN—RAT T
YarvalbryavyAFATIR, ik
L7797 avofEICHIEFRICKE
REBEERIZTIU—AT) v FHPEE
ERDVET AT Y I TFHA VO
bV VAT AHTOTU—=RATY) v 5D
ELlwaryr47v=varyaRK77Y
r—ay)— NTHHLET,
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PRFE

RRAE

] mIrIus-vay |

VAN=2ABERI AT LD
RBEIY T4 b=V 3Y

BEREEE

ATV IFYLY
wD—BWZTERO7a—27Y) v 713,
Ny Y TAT) v 5 TT (K 1a), &F
KILhEILENBEOF2—-TRHEHT 5
ZEICEY, WHEZELSETATY v
FLEF, Agilent 7774 7AT) v ¥
(M 1b) &, BHETANVT AL v F V7
THIEILLY, —EEOBENE X A
Y70 =0H A= Ty T T7a— Ik
THEV)MAOERFEMEZRL T,

N4 Griimenthal GmbH O
Martin Fuhr. Judith Steffens &
e

ATy PREASVTOYBREIIZLY
_ED T,

AV749b=-v3av1:

ATV Y FOFHIIC UV itz

Ny Y TAT) ¥ 04, UV Ml
D7a—t VTEFIIHVWEELZALS
72O, TITFATATY) Y ¥ OB DH,
M2nay 747 b=y a3 yHFuETT,
UV. MS, BXU* UV & MS ##HlHa
bEL S MOMEREERLIRLET,

4 N
A B
Main flow  Make-up .
from column  flow Main flow
from column
Make-
up flow
[ Mass to be
transferred
| =5y SWITCH | Mass
o transferred
/ )\
To fraction To MSD To fraction ‘
collector collector
To MSD
N J
1

A)KyYTRTUvH, B)FIT14TATVYS



aAV7459b=-v3v 2
AFYUwyHE MSD ORI UV igizs
IVTA T V=Y a vy 2 RV ERE,
TI2T4TBIONYy Y TAT) v 5 %
FAnTITwE L, fREER 2 IRLE

Splitter

Lize X9 YT ATy ¥ HWTHED Make-up pump
NIMERERIT 774 72T ) v % %
AOHEEL Db Iz L MSD
7o I YAR—ZT7F g val
JvavEkitolh, MEEa Y74
JU—=var1 )M ELl
aAV749Lb=-v32 3 MWD
UV B;U Ms mllﬂii’\a) 2 55017 (0.06-mm flow ceII)
Uysy o /
oarvI4rv—yvarcid, 7774 B2
7\‘i f:ﬂi/\o v ?‘/7\1 7?]) % 75)%0)7 o— aAV7450Lb=v3 Y 1:2A7V v 5 Diilc UV iR
.3 TA4—EMHALTUV BLO — — — —
MS BBz 2T w FLE LT, 2T 13‘2 J: 3\/1/7/3/ _Ezgl::tliﬁ 1;21; ivbaJaJ _-EJQI::ﬁ/EE
“ " > My PIOT4 4% PIOT4 4%
1) i M[:Liffﬁﬂj%ﬁ@’%‘lﬂhmﬁbz (hﬂt MS 921% MS 854 %
HTELIITEFHATL, 2747 UV BLU MS 98.8% UV B&KU MS 945%
V=vay 3 #HwRERE 7771 7 NyvJ l% gﬁ%
THERUS YTATY 9 SR AERRAYTIL-vay 1 50 M o
F L7z fRERITRLE L,
=2
AJYUvH AvIvay ZEIJEVHE WEERIY I« -3y 2
FH74T UV 98.3%
FEH Ms 89.2 %
YAR=ATIIYIVALIVAYO g oo o
A, REOME/{EIGONE TV Ms 83.1%
747 V=3 vk, UV BilEo®BIC UV BXTU MS 94.2%
ATV ¥ RRBETLHETT. LAl =3
Ny Y TAT) vy ZIZEDELLEED  HAERERIVI<«IL—vay3
UV 70—t VIZIEE#REL 0, 77
FATATY v 5 EMHLESEY . (10 = — h
DAV IATV—=YarvEHwLZ L
PR T, MEEROMKREEN 3 TR - ]
LELl7 90 1| O1 (active)
= 02 (active)
E @2 (passive)
n;_’ M3 (active)
80 W 3 (passive)
70 .
\_ MS UV and MS Y,
E3
SEERRBROBR
U%E@ﬂg%%étw®71&—275793y]b?ia)?l?A@ﬁﬂL§ﬂ§%5%&wﬂﬁd
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([ 7ovr-vay

PRFE

RRAE

] mIrIus-vay |

meorsnaz s R TN AN—=2

V747701 BEZI LC/MS ¥ A
FAZEY, V=F Uy TREENTT,
30 ~ 50 mg DREMOH Y TVE, <
ANR=ATF7vavavryaviEi
W, i 20 ~ 35 mL/min. W%
20 mm OHFATHEELET, ThE
T ALEW T4 77 ) OBBICLELRHK
77 AOWIEMEOREIIE, #HitE
RV ASVERCETFE 7Sy v a
7a< b7 4 =0k %, NS
SHRERAY y FICHADLERH ) T L
2o K77V r—vay /) =Tl W
£ 50 mm DA T L%HNT 1 BOGH
Tl 4 g OMARNZ RS 5700,
BEMiE 100 mL/min O~ AN—2
797YaryabsyavE—FTO
Agilent 1100 ¥V — X5 N8 Y 2 7
LOBECOWTHIL T,

20

759v3yaLoy

EREER

BEIERE 100 mL/min TOVAN—=2R
7599393 v0rEHDIA
FLAVI1ILb—-vay

100 mL/min OFEiEEERT L0
VHE 0.7 mm OF ¥ ¥5 ) 2w,
GWRY T, FTaTVV—=T*+— v
T5, ZLTATLARERLE L, &
#E 0.06 mm OBHPH 77—t &
F#SN72HE 0.8 mm DF ¥ T ) %
HwT, #72% UV Belig a8kl £
L72e MSD ¢ 7927 3avalbsz¥o
BICH b BORHENLETH L7220,

32

TI2TA4TAT)w ETI7yara
L7 O 10 mL ¥¥ ¥ 5 & HEH
Ll ZROY VY TVEIEAT ST
WIZ, 10 mL Y IV —F%F 27l
V=T F =TI EHRLE L

W& 0.8 mm OFWHF2—=7Fv b
(G1364-68711) BLUEmEHN=—F
WV (G1364-87202) % H\WTHHT AT —
V7 vavab sy EERL, KA
BERIT) 2012, 40-7 7 2V b LA
(G1364-84512)% i L ¥ L 72,



IS5 LA —5—-D53EER

BEE 4 g OWBEIT)2DIT, TAL
REW A (DMSO 12,000 pL 2%t
A% 1,333 mg) %#. Agilent Prep-
C18 MEMEzHTALL 50 x 200
mm %7 AEALELA H10L)
2. ZEVE G meF MY AR
(418 IZmz. FTW & h 24k
[M+Na]* 7% 441 © M) H< A% 5 %
2) ET0. 441 O b AT ALK
DEWMELE L

B 2ok)ic, fiELi79527vav0
HAMICE o T, ZEVE VOMEIR
96.2% (UV ¥ 7 F IV oiliikk/s—+ ¥ b
I2HoL) Tl

LY

Ry 7V, —3vav/)—bFTi,.
100 mL/min OB#HMEMET, NE
50 mm D% J AEHWET S LKL
DALEW D= AR — 5 TR 8L % 30 L
Tl DIPLRVATLERDOAT,
RN=ZAF4 Y HHEEINTWEWVWE =712
FLThH, LAY % S TSR
HIENTET L7z, FERWICHEH VLB E
OFWH7a—kVEMHLTY, UV
VIFNTRGEET A ENTEERA
TL7,

~

10000000 -
8000000 -
6000000 -
4000000
2000000 -

Trigger: [M+Na]*
418 + 23 = 441

0

mAU 1
3000
2000

mm\J\
0.

0

\

E1

NYAN=2759237aLIY3V0ER

/ mAU

800 1
700 1
600 1
500 1
400 1
300 1
200 1

100 {

Cn

1 Nimodipin 96.2 %
2 Nisoldipin  3.8%

0

\\\‘ 0

10 min/

B2

HELIEI59Y3v0BsHh

[fﬁﬁAX7—NTQWﬁWEEQkb@%ﬁ%%#??@?ZN—X75993V]DODHL%\§ﬂ§%5%ﬁﬂm%N
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([ 7ovr-vay

VFvyavsALag sy Ry, Bl
YZFIV, 7218 MSD 2 HHwiv A
R=ZADERI AT LENVWT, 757
YavalrsyarvikiTH) I EDPIRET
To MSD TN T2757 a3 v
EORLTHIENTEDLEHORRMEL
LERAMLEWOARE G T v a v
REHZENTELHELD Y T,

A7 7V r—yavy/)—+Tl, =7
R—ABINYAR—AT S 7aral
7vary0ODIFEERTI IV Ay
U A R BB ORI & B
FIHLTHEL, & MY 7Bk o R &
Bz a@iL£5,

22

PRFE

RRAE

] mIrIus-vay |

VAN=RATS5093aALbo73yD

BBt

EREER

NAN=RT359Y3ryavbovay

RANRN—=RAT I varabryarsT
& T Ao B ERY YT
VeT7527varyabyye MSD 124
HTr70 =27y ¥ 25 LENR
HVET, ATV v ¥ BLUORABERED
EE, K260 7F4 2L T,
MSD DY =7 DERYBREL o7z
D, hN&l o) LET, E=2 DR
2013 MSD AMRICHRT 260 H D
F9. MSD 3RIEEZ 572 DI0%E
SNTRERERNBTHA720, HiE
BEOSRHY v TV Y AT HI2EA K
NAHGEIX WIGAEMIREL ) 5,

UV 8&U MSD Y5 FILDEAICED
7259vavavoivay

MSD OERMAHMEFFT L L2k B4
X IR 2 i O R R
1 ®&HI2 UV BXO MSD Y7+
VOW PRI SN GETER TS C
ENTET T, UV & MSDO ;oL
M7z ENTGAICE =2 BRI E I T
To ¥=7v NOEENHI SN VIR
D, UV ¥ 7F Vo —7idffigsng
Ao

e

9000000
7000000 ]
5000000 ]
3000000 ]
1000000 ]

MSD (TIC)

4 425 45 475

mAU 7
1500

1000 +
500 -
0 A

5 525 55 575  min

uv

4 425 45 475

\

5 525 55 575  min

E1

UV 8&U MSD OEAHRESNIESTOISIYa>aLIYa ) DiER



2 OOILAEMOSEIIGLT, 1 2%
220757y arvhfigEsn:d,
HIAL AW O KI5 EME TR D 7
F7va vl L. HEAmoRY
. W ORPORMm E—FEIC 2 FHD
797 varyCTHgEESNET, 757
var 12 omg (K 2A & 2B)
3, 79%7vav 178976 mg D=F
V¥vareEbZEERLILL,
Zhid, HiE 95.8% THIN%K 92.5% &
W% TY, 7973~ 2130.01 mg
D=EVEYZHEATHWE L, TIIC
E0. R REEE 92.6% 1201 F
L7

FEY

XFXELMN)AE— FOER & ET %
F1icgeovEli, UV B2 Hw
ERATIE, 7a—2A7Y v ¥ EHWT
W% 7 T A OBICEREER L 5A,
V—rR—2A757avalbryav
THRAOME & BINEIFLNT T,
MSD #HWwAZ ET, YATLDRER
WAL ETH, 7u—2AF ) v %%
MSD REIZLYAEL S E =7 OHLED
2o, ELET7S 7Y 3y OfER
KFLET, UV BLXO MSD ¥ 7+
OW B N4 %M, MSD
OEFM L BRiF e ¥ =7 BREFH> UV
B2 MAGhLEDL LT, REDK
R ERT LI ENRTERTT, TN,
UV 8% 58D 9 2 0HA TR A
TV I DOHRAICHEHEY AT AIEL %
ELERLZVWTIO—AT) v ¥ 2 HWVA
CLTWREE LD 9,

mAU+ A Nimodipin: 9.76 mg
Nisoldipin: 0.43 mg
800 -
Purity Nimodipin: 95.8 %
600 - Recovery Nimodipin:  92.5 %
400 4
Nimodipin
Nisoldipin
200 4
: N
0 2 4 6 8 10 min
mAU B
160 - Nimodipin: 0.01 mg
140 | Nisoldipin: 0.02 mg
1201 Purity Nimodipin: 333%
100 | Recovery Nimodipin: 0.1 %
80
60 Nimodipin
Nisoldipin
40 1
ol I L
\_ 0 2 4 6 8 10 mn /
B2
A) 759v3v 1 OB, B) 7593y 2 0BRR
MUHE-F RFR 3R
E—OR—-Z * REOHEEBIRE * ZLOERLETSIY 3V DHE
* BEEYMRTTS0YaVE
BET DHENSSD
NANR—2 * BRENFL * NMMEL ITBHT 2 E
* EURENFL 7359 3VOMENMET
2 DDBEETDYAN—2 * BEENAN—ITSIV3Y - BUHEODBEDROIEE
JLIYaVEOBHENRL  © BMEEMETIMNELAL

T258. TLlC{LawhiEx
© NSA—F (RALyYallREE)

EDHH SHET DUENDD
UV B&U MSD OFEAHEE * YAR—RTS5H¥3vaLY  © ASLBEHIC UV BLEE
INEBE 2 a VIR U TENERER RETDUENDD
s —RNIET JO—F * BEFEUEVWRATY v IH
* HSLTHBEINIZBE WE
EMAZERT D ENTEE
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. [ — Column 1: 150 x 3.0 mm, 5 pm
0.35 ~ 100 mL/min O#EHPHIZD 2
720 FHEEE D B AT RET T o 120
e ZORY X, ChemStation @
0Q/PV 5 k ' EMF (Early 1007
Maintenance Feedback) HAE(Z584 80 - SIS
WKHEELET,
o SEERERVEL STIC, N 3 mm O 60
ZORBAX # 9 A725H{E 50 mm md
DHTHZ, TTIVr—>arkA
=Ty TTHIENRURETT, 20 - 1
Sk Y, AV y FEHREE 2R k AN
e B 72 (LT B & AT -, -
ZNV—Tv ;b LAY FT, 0 2 4 6 8 10 12 14 16 18
K Time [min] /
E1
2 0.35 mL/min ®Y0OT M5 L
Absorbance Column: ZORBAX SB-C18 \
[mAU] Column 2: 150 x 4.6 mm, 5 pm
Column 3: 150 x 9.4 mm, 5 pm
3500 Column 4: 150 x 21.2mm, 5 pm
Column 5: 150 x 50 mm, 5 pm
3000
2500 —

20004 5
1500 a \
4

1000

N UL

I [
0 25 5 15 10 12.5 15 17.5 20
K Time [min] /
3
AT=I7 v T EOER

A5 L RES P EAE BitEIL
1(&1) 150 x 3.0 mm 0.35 mL/min 0.8 L 3 mm SST
2(H3) 150 x 4.6 mm 0.85 mL/min 2.0uL 3 mm SST
3(H3) 150 x 9.4 mm 3.5 mL/min 80 pL (8 uL x 10) 0.3 mm AR
4 (% 3) 150 x 21.2 mm 18 mL/min 400 pL (40 pLx 10) 0.3 mm AR
5 (K 3) 150 x 50 mm 100 mL/min 2200 pL (220 pL x 10) 0.3 mm H&E
#1

ESFETHASLYAACHIHTRE. FAR, Rl

[MQMm1m0DU—XE§DX?APS%ﬁmtﬁﬁ17—wm5ﬁml7—w«®XVWFX7—w7w7L
ERES 5988-6979EN
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([ 7ovr-vay

PRFE

RRAE

] mIrIus-vay |

Agilent 1100 >V =X50# 2714 1 ~ 100 mL/min lZBlJ‘Z)ﬁHiFI‘i’“J?"'I‘EﬁE

2 ODFATERA N V&M I2TAV I T
T4y 7 EERR YT TT, RV TAy K
REWET S LR, E 40MPa T
100 mL/min ¥ TOXEEEIL T,
BERIFHT 2 AOR Y T2 EHiT 5
LIZED, TAVARY) 2—=2i3bTHh
#O0TmL OBES YTy MREVAT
LEMEZ ENHEETT, R TITERY
ATNT 4y 7Ry T EAHEB S—IN
VT EHWHE Y — VY + v ¥ ke
BHETHERINTWET, RV TV AT A
3 100 mL/min O EIH LTk
FFENTOE T, KIEE TS IFH ISR
B AT RE TS,

E:
ETOERIZ, TYLVY OIS RTORR
EHBIHHINTVWAE VAT AT VT L

720 Y AT LOBRMFHOE N L T,
T A MERIED LTRSS H ) 5

46

fER
1.RERE - 7M1V I53714v0

WEHEER)TF Y a vy f A0EIC
FEENTA—FTT, RV THEE,
PWRY T 77— 2T OMIET VT
YALATHIBE I NS 720, iEEEIRY
EWRAGELET,

MERETA MERE

o WEKEIX. b AR OK) %
THZETMELE T, MELIKE
FaL. ThEBETHRELTHEL
SN

e 7Z M, W& 25 mL/min TfTw»
9,

o fiEIX 3 o0R%5HEE (10MPa &k
v 10 ~ 20 MPa, 20MPa #)T
MWELET

o ZHEJITHNTE 5 WATV, KE
LET,

o TRTOERT, 77 20bY I,
VAN ZvarvEyE5) AL
9,

MEEET A FOFER

B 11, 74V 2554y 7 mBREET
A NORERERLET, WEMLEOH N
BHEFENTEAIRTVET, EOTFE
Th, HEERAT 0.8% KT,

2. RERE - J5IYIVH

MERETA MR

o WMEX. T AHAE Ok, 2%
J=NV) HHEL, HEEEHETS
CETWELF L7,

e 7Z M, & 10 mL/min Tf7\»
9,

e 75XV : 100% /K (1min),
100% &#*% 100% MeOH (5min).
100% MeOH (1min)

o M 3 D0RL 2 T TE L
9,

o BIEJITHNZ 5 AT, K% T
LET,

o TRTOERT, »7201KbYHIC,
VAN 2 vavEr s RMHL
9,

MERET A POER

210, VYL MREET A MO
FRERL LYo RO R
3, EOBERETS 0.4 % KT,



FED

e 1100 YU = X5 WEKR Y T DN
T+ —=< VA%, 0.35 oA
100 mL/min % Toji& i T
LEL7

e 5 mL/min KiiiD /37 + —< ¥ A,
1100 V=X 4+ =49 F VR T
EOHHR Y T EIRIFREEETT,

o FILEICHELAEOREVF Y E T
JiE, &MY AT AT =2
ARETSHET,

FOz%H, 7YV Y ME, BBTEWR
HHEHBICSIET LY AT A0/ Y I,
FYESUNLFWMAr—VET, Fh
FRICRBELEEH Y AT A2 REL TS,
hickY, Ko7 7)Y r—vay
TOWREOKT &) BEL L, 4
ET TV r—a VIt L CREOMRE
PRMBELET,

Flow [mL/min]

25.0

24.8

24.6

24.4

24.2

24.0

Flow Precision

RSD 0.21 %

E\\\\\\\\\\RSDOJz%

SN

RSD 0.09 %

50 100 150 200

Pressure [bar]

250 300

\

E1

EUOILEERETOT (VI35 1 v IR EREORMEERE

~

Flow Precision

10.2
RSD 0.25 %
= 100
5
2 {\w %
2
° 98
o \%SD 0.40 %
9.6 T T T T T
50 100 150 200 250 300
Max. pressure [bar]
2
BRSO EEERETOSSYIY MREREOEMIS SRS
( [Agilent 1100 ¥ U—XZBURY F DR ] . EHES 5988-7110EN
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([ 7ovr-vay

BHOAET KT, S0 B LR R
DBELHEOBPERWIHEZTWET,
ARALEY. R Z ) ) W7 1%
FFHHALTWSE LC/MS Y AT A1
[Walk up] L. ¥ 7VvaEHLET,
ZO%. BHO I RIIE- T, HOEK
%ﬁwiio%>VWﬁ®%ﬁuﬁw\

f%#1E LC/MS 2% 5312, AP0 T
RTEAD PC 57 —4 ZHE L2V,

V) == ZAPKIFICHZ T ET,

PRFE

RRAE

] mIrIus-vay |

SINEENER EDTHD

UE—=b7—

#HLw Agilent ChemStation Data
Browserid. T, iy o8 mIC
T OMRETIZENTEE T, &
VYFNT=F MY ALY AT A LT,
7 74V (AEV 7 74 V) HMER S
n. 0%, 20 AEV 7 74 Vit —
NFEFLREETF A= NVEHELT) E— b
PC THETEA2 L9 T,
Browser (38135 %% 5 —7 v ML Tw
$¥45, H5WHIXT, LC, LC/MS
ChemStaion7—7% ¥ A 7 A DRI 7
T=8 77 ANVBEEFERLET,

—-JLbEa1—

Data Browser DI Eii#E

R3S R TOBrowser D & IX, 45
DH YT WKL T, TEHRY Ak
DT OREMICEZDZ ETT,

M LIALEWz AR TE 222 0Y;
. BBLZEALR VRV ORMETEK
INTZH?

AL VAL ) = IE—HEDOFERD SR
ENTVET, ERSNLINER, 77
Vr—Ya illoTRRY, 2—FNR
WA IARTHILELWRETT, M 1

] EETES
«\IbWTTfrFFTTfJ
=& C:\Program Files\agilentiDataBraw, | Samples Operstor | chemist || Mass Mode | StertTime | EndTime | Colected | #of Tukes | Wolume | Select
‘y IJ —ﬂgﬁ =& Sample Data Location P01 Date 20202003 | | 195 MsD 034 050 1-P1-4-01 1 200 ———— 7 5 g :J 3 yﬁ
- S > & 6Wells Sample ID calfeine Tiime 25848 PM
7 J ’()Mgu & 90ngs DAG Time (min) | 2.00 Softwsre | Purify
Qualifier [%Purity] |25 Instrumen t | Instrument 1
‘|j' Vi 7} b‘%*ﬁ P | DataFile CAPURIFYADAT AA20030221. 00004 T A1ADI0000.1
Methad File FLATEZM
TargetMass -
o O T ,
Peakit Time Areath Target Mass Peak Purity Area Start Time | Enct Time: Signal 4|
DAD1 274 | MSD1 TIC+ | MSD1 195+ DAD1 274 | MSD1 TIC+
1 0.05 20 () 1.64ES 0.03 010 meDi T, | o
2 027 771 & lid) 0.74E1 0.24 028 papt AE E—o%
o5 | e | dess | oo | s | M| P | w2 | o | 0w oaras
4 056 i 07E1 054 067 DADIAS.
o in
MSD1 TIC, M5 Filel+] | MSD1 195, EIC=194.7:195.7(+] ” DAD1 A, Sig=274.16 Ref=360,100 Overlap All | Stack
DADT 4, Sig=274,16 Ref=360.100 052 4|
100
6P 3%, Pure, 0 S3E2, 194
N N _
UV BKU/FelE
MS 20V RIS L
(50,150, 245%, M, 23880, 194
= T L T T T T T T T T T T T T T T
ﬂyj}bﬁ,—_r\ — as0 a7s w 128 150 175 200 -
»
Peak 3 Target Mass: 194 Expected Mass: 195 MSD1 TIC, MS Filef+] 075EE ~
Select Plate Yiew Thrashold R 1353
E| N N .
| * MS BLU/FfelE
2 S0 ~
[~ Sample 1D I~ Target mass 2 s UV ZXZT b
Estimated Sample Purity: L E N R R S R N N N N B B R | P L O s O S O B B B B B B B B
[ byMS [ byl [ 125 150 175 200 225 250 ars El B
r me -
4 »
Chromatagram display window C:\Pragram FileshAgilentD ataBrowsenSample Data\36wslls. asv 3/26/2003 401 P

E1

ChemStation Data Browser DX VX I U —
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it AlEE T R o —#lNkay 74
Jl—=vavitks~4ir7a7L—-1Ek
OHMALEM IS RAWO L ¥ 2 — i
RLET, COBMMBOLETDT L — b
FRiE, ¥4 77— 1%, Agilent
11002 Y =2+ =Y 75 D100KY
Yav L AONL T VEEZRLTE
D, BEDF Y TVHRE TS T4 %
VERLT—HTHRZMHRT L2 &
TEE7,

1 Tld, BEALY Ya VW FICED X,
BLOEHMEy =7y VEEPRT S
722 eERL, RBOEHISIES =7 v b
BRIPME Sh oz b 2R LET,
UV R MS 7u~x b7 IaizEDI5|2
FLWY T VERE ERT 5101, F
OBy 7 LET, v T IVHER
MWiEbhYa, 7927 v a VIEHE T
Sy avF—7VIERENET,

P 3 B 56 Tl Y 20 g8 2 AT VIR D B R
ICBATT 572912, Data Browserld.,
DTFOEHT, ZOBRNEREL, B
WCEZRRBELE 9,

X 512, Browser|Z13LL T OREREAIEHL

ERTwET,

o U= oMl (BT 25D
IZB9F 2 RS

o 1FERBHTETRTOT — ¥ ORE#EN
g

o M LMY 1 v ¥ THEN V7
VO FLE Y g

o WAYTAXTEDLLR— T Ol

-

ChemStation Data Browser Report -1-

~

\

Time

Sample#: 1 Sample Location: Vial 1 Sample ID: Sample 0001 Operator: doug
Date: 30-Jul-02 Time: 14:38:32 Instrument: PURIFY 1 Software: Purify
Method: PREP._ MSD.M
Data File: C:\Program Files\Agilent\DataBrowsenSample Data\PrepPuri.aev
" TargetMass  Found %MSPurty  %UVPuity  %AvgPuily
194 Yes 576 100.0 788
[ Mass " Mode  StanTime End Time Collectedto  #of Tubes Voume
195 | MSD 1.11 178 | 1-Vial 10 1 3492
| Peak# Targe! Mass Tme  Detector Area% PeakPuity  SatTme  EndTime  Aea
| 1 194 124 DAD1 100.00 NIA 0.98 184 052E4 |
1 194 1.27 MSD1 76.15 @ 0.98 1.88 24967 |
1 184 1.30 MSD1 100.00 (&) 0.84 1.94 1.89E7 |
2 = 265 MSD1 2385 {84 2.55 2.87 0.7BE7 |
DADI A, Sig=272,16 Ref=360,100 1.73E2
100 ;] .
| 1, 1.24, 100%, N/A, 1.73E2, 194
3 |
20 __ |
705
60
50
R 1
40
30
20 |
10 =
07 oy
B o S R ey vy Pt T 0 [ o ) 7 e e e B o £ R o R ) o
0.0 0.5 1.0 1.5 2.0 2.5 3.0 35

/

B2

Data BrowserVY 7 NY T 7DHhZX I AL XL ik— bOF]

Lik— MERE
T=FOVR— MEBIZ, BIFEIZBWT
EELHEETY, ChemStation Data
Browserld, L AR— MIil#T 2HHH%
HEICRIRT 22D TE, LE=IO
WML AT A E T, K 2 1k, AIETER
. BMALAEMPHEL TV LR E) H
ZRTLE= MITT,

[ITAgiIent ChemStation 7—% 75U ZRLc SREEMDR L], EXES 5988-8490EN

HEDT7 TUr—v 3> /— &, Agilent D Web B4 ~ www.agilent.com/chem/purification 545 00— R

OEETY . XHPORMAS. XERTIARORRTEHLTVET,

49



( 7ovr-vay

PRFE

5 ~ 95% ODHEEBBIHO—N L7 T
Iy M BESHICEICERINET
A HMLEwITH LT Ly +o%k
SHECORN D LIXRY TR AL HERE
x LFa7-012, BHbawa» BT 5
WM EAHE Ty 9V 2y b —T %
BePITHIET, mlfbLzxY Y
FEMHALE LA, SWESHcHon
7ALEMO) T v v a vy 4 Ao
Ty WAV Y REERLET,

50

BESE KWIPTUS—yaY j

PEMDRICE DDAV v FORBIL

EREER

DIEAMZE IVE AR N 130 3000 SV
2T B2, B AY Y FeHwv
Ty W OorDEEILEMD ) TV 3
VHALEUMELEL, BB, I
SOEEABOY Ty va vy 4 aLE
BOBRMEOMGRE RT 7T 7 2 (B
LEL7s LSRN Y TV
va vy 4 aog,SALEDOE MK
B EREE YA LN TET T,
VFvyya vy LETONNB LK
W7y KTH, WL 70—
FILLoTHLEIENTEE T, KT T
Vr—vary /=T, 8 20TV LV
v MEHER AN T B ALK ISR T A
WAV Y K&, UTFT04 BRECRiEIC
RETRTHHLZEERLET,

Ay FEHWTTA V7S

TAYITAMYTIVBLIOTZL Y
Fa A7 L— LC FEY ¥ IV 2llE,

MEY Ty a v s A0S

VIV MEBHEOBERERT S 7
2 ER

LTTThE B L RSV

Y MR FHE E 2 L, IR
v &t

CESHAY Yy FIHLTHA SV

¥ M ediE,



HR) ™ >

Sulfa 2
HIL MO AN 7 7 = VT 3 F 2 &% | 600 V4 A
WY L0, W ET7rI Vb 500
REiLL27SY Ty bEHWT, F 400
TWVERWATMFEALE Lz, iR 300
M1 (A B)DEBYTT, 2001
e Generic

—MR I VI M ERwL e, Bk 0: _
aHoO—pEio—7 L ELe | 0 1 2 3 ¢ ° 6 oo
M REILLZAY Yy FEHwL L, R— 200 ] B
ATAVGHENRTREE R D F Lz, ko ] Sulfa 2
Y= EANT 72T K 2 Ok 200 - /
32 BUET, AVZFZ VT INEE 1
DHROY—7 OFHEREDH 50% EdoT | 104 oo
WwET, 0'

0 1 2 3 4 5 6 7 min

Y
FEH m1
—REIXY Y (A) BEUBBELIEXY Y K (B) IC&BRWAH

A7 TV r—vay/)— T, SR
GOV Ty a vy A ARETOHTA
Vo FORBILIZOWTHI L TwET,
TAVIFIFAY I TFA MY TV EL
L7 baAx7L— LC FEH YT NVD5
WAy FikEEDTHAAT v 7 T1 K
MHEISTICHRTT LI ENTEETT,
REL LTIV b RHWAZET,
HiLam=, E =7 05hH% S
LIZMETEET,
(Wﬁﬂiﬁﬁﬁ*ﬁl:dzéﬁﬂlxy v ROFi#EL], ERES 5989-4844EN
HEOT7 U —y 3y /— &, Agilent ® Web B4 ~ www.agilent.com/chem/purification 54 >0—R 51
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( 7ovr-vay

PRFE

Ky TV Ar—Yay)—Tld, B

TALES BB ARG LEOREICD

WTHBLET, WEBTEOREHE NI

DToEBYTT,

s VYTNBT—rTH—

LEWDH v TVHIREB LT XY v
FEROFTA FF74 ~

o RBHEH VTN BTV, A F
ELIZ WY Z v ok

o WHHHIHFYTLD 80 ~ 90% 1258
HAT&BHEAY v F

o —RIBKEEAY v F

52

RRAE KWIFPTIT—v3ay

EEDFEZRHICHIID

(ESURRABEDHR

fEREER

FBEESMDEA

79 YLy OB BRI ARG
LEMEEANT LA 3IERMEANE /-
Y 4y FIEAED 2 DO AFHA
FHTEET,

EESYDRER

BHALEDHERDO XY v FEHWE L,

WERAW#DMSOE 7 &g

TH50% DU TOREETWF

L7z

o IV MMIBEIMSIC 5% T
th= MYV EBRELET (B R
vy FTIZ10% % )

o 2.5 1. WM B PR EE L
E3)

o FITVIYMETHMIZ 50% T T
SNV EBRELITEEEAY Y BT
1395% % i)

Boehringer Ingelheim (Austria) O
Darryl McConnell K. Georg
Egger K& 33

PIU=vay

COty v aryTiE, EBRoORLARKIN
REVORKEE R LT3, RLHBSHR
A%, Agilent 1100 ¥V — 250~
AT ATHMILIMER, VA, bT V2R
BHAOREGYE UTHWAERY B ERE
LTwaZebhrhE L, 7uT b
7I9ARRIIRLET, 2 DORESRE
DEET A7:0, A UV & MS V7
VD AND I 5 ¥ — 27 R= 25
&0, RIS ZHERELE L,
B2 Dkiz, oAy FeiiHT5
;tf Bk 2 o075 7 Vg

IZ) EL s E LT



m /Absorbance \

K7 TV r—yav)— Tk, By A0l
FALE IS LR EZz R L s
L7zo /7 WCHPLC-MS F#i2ksv V7 Target compound
Viwalk-upV—7 70 —HFEV SN FE 500-] cis/trans isomers
L7ze BUOHHH > 7 VD80 ~ 90% |2 Trigger mass: 316
WIS LAYy KR VA D & TR L
BAHEY Y TNVE AL TIT 55O A 300
Vy FEMEVLLE L, 512, AEHE
FUT N, BTV, A F AELIC 200
CWH YT VIIHIET B XV v SR o
LE L7 BMERZAY Y Fid, UV VL\
EMS ¥ 7 FVOANDREIZ L B -7 0-
N=AnWEFHLE L, i
0 1 2 3 4 5

K Time [min] /

E1

FUERGESNOIO07 NS L

/ Isomers collected in \

different fractions
400000 MS signal
300000
200000
100000 ’ \
. \-dhm
0 T T T T T T T
2 4 6 8 10 12 14
Absorbance
[mAU] :
200 - UV signal
150
100
50 “
0 A
T T T T T T T
0 2 4 6 8 10 12 14
K Time [min] /

2
UV & MS Y5F1b®) AND BXICEBDE—IR—-RT59avabIvay

( [EEDFEZNBICHI HLEVMRERTTEORFE]. BRES 5989-0055EN
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( 7ovr-vay

PRFE

UFo 325075 7yavavsvary
FECE D EAT YT & EC R,
FFEEINET, 7T va v E
721 o075 va iR sI L
NTEET, 3 2OHETRTT, LE
ZHMALEMERET 272012772
VavEESNTALERH) THA.
INIF1100 ¥ — XERBRRBRM 5
(MSD) # Agilent 1100 ") — X
VAT NIRRT AL TEHINE T,

BREER
Ky TV 4r—vavy/)—bTlE, DT
3ODOREREEEXRLE T,

1. MSD TE=Z¥ VY 7§55 L LR~
A7 vavavyryar

2.MSD TE=¥) v/ §THE—=rRN—
A7 vavavyryay

3. YAN—RT I avabrvrav

1.MSD TE=FUVITBIMALR—-R

759vavyavoivay
SALNNR—=AT7F7yaryavyrvay
T, ALY YT ViRIBEAESD
NaZ e l{mEnEd,

K154 L6X=2757 3 v0BT
T2 ~ 75 H0OMHIC 80 o752
vavEHELILE, zuv b5 A
hofi, WELET7I 23 v 0H
B~—=7T79,

54

BESE KWIPTUS—yaY j

SRR (MSD) FHYATLICELSD

(LSRR

HILE (¥ =% v b< A 241 amu)
et 797 vavREAETALRDIC,
B 242 ((M+H]Y) o4 4> 20
< +755 (EIC) £ =% V440
< /54 (TIC) L —#ICFEFALEL
720 21k, =2V 7 L—btoD B-02 ~
B-06 OIEICY =7y N REELT T
rvavhEhbrIlEeRLTVET,

2. MSD TE=HUVITBRE—IN—-R
250vavavovay

2 FHOKFERZHWT, 50 mAU # %
LyyaVieL? UV Y7 F VD —
sk oE, 75 vavEMELTIL
oo SNICED, YT NVOFEERYE -
ZIRHHEINETI, ¥4 L6R=-27F
yyavalryaveElBLT, 79
7 a v OBITEIICHIR S L E 5

Hwitamrz et 7927 va vy 2 lEY
20l R 242 ((M+H]Y) @ EIC
L TIC *EhRabEE L.

3.VAN=RT50vayavsvay
NAR=ZAT I vavalbrvark
M L7234, MSD O ¥ — 27 »HMLE
WMOEEZEH, 2 EIC O 7 F VR
MELALYy YalVRERBITRAT
F7I9 7 varvrigEshET, hic
X0 F TN 1 B ICH L
EhEat 1 20757 Y a vy BFad
FINLI LR ET, TAY v M,
HEALLT Y TV RGPS L
W ETT, YAR—AT757 Y 3va
Vo ya v OfRREEN3ITRLET,

////Absorbance

[mAU]
2000
1500+
1000~

DAD

500

: \

0 1 2 3
2500000{  MSD
2000000
1500000
1000000
500000-

0+ T

0 1 2 3

\

Time [min]

T T T T

4 5 6 7

E1
YL LN—=2T593Ya0IYaVDER



SBIRTEBY, ¥=F v N AeH
120757y a v EFFdNA T ILE
B 1 HESRT L, 2000, ik
L7275 7vavofid 1 ) ELE
B TND 95% BRI NN &
R FT,

FED

MSD &4 4 2 FEE—rR—=20D7
Syyavalbryya IZRWEATIED
DFEEAN, BHWLEMEETWE O
FHT7-00ERMICh-2757 V1
VAN R ) F9, TIC L HM
ILEYMD % —7y b= A0 EIC L #H«
Gb¥bZET, BWERTITIVavE
fHICFAETEET,

/Masscharge TIC S83
[m/z] 0 oo
1000000

800000
600000

250000
200000
150000
100000
50000
0

EIC (242 [M+H]*)

5.2

58
Time [min]

U

6 6.2

2
TIC £ EIC DBRBICEB TSIV aVDOREE

/Absorbance

[mAU]
DAD
2000

1500 1
1000
500

0

1-Vial 1| 242

Intensity
4000000
3000000
2000000
1000000

04 T T T T

MSD

1-Vial 1] 242

0 1 2 3 4
Time [min]

\

3
NAN=2759937ILIY3V0ER

[FE%E?R’@L‘H%E’E%%E LTz Agilent 1100 ¥ U —XHERY T LICKDLEYHER]. BERES 5988-7830EN
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( 7ovr-vay

PRFE

ZZTIR4 o075 vavabrva

YONERFHNALET,

LAV Va Vv FEELHELIZE—2
N—=AT797varyavyyar

2.¥K—Is DTy TAU—T /TR
O—7% M0k —rR=2757
vavavrysvav

3. E—7DIALLAFTA ARV E—
JNR—=AT Iy vavavyyar

4 XAN—AT7I 7 varvabrvars

EREER

1.AbyYalb ReELERELREE—Y
N=RA759v3a3yavovay
V—rR—2A752avalbryav
Ty WAL, ALy Y a)b ko
RRETAHETT. I, @m%k
THWHHEEL Rz 5 LTI
7>ay#%%§n\/7+w#xb/
YaVFETALERTLET, ZOfH
DY—IR—=AT75ryavalbryay
i KEGoBET 7 r—va v THH
TTo N—=AF 4 VS TwinE—
LT A2 EPWRETT A, ALy
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prowzsaroc, mers o w Walk-up7Z 7€A

Agilent Easy-Access R3 - Sample Entry - CHEMIST -

User Login

1 Sample Data Input [ ample Loading

5 10 15 |Pos | Notebook # | Description | Methi=]

1 6 1 4] | 3

1 [10 Jest 1212 |Now?.2003 gordo batch 2nd try | standard

User Options - chemist
|- I~ E-mail reportto douy meintyre@agilent.com " include data in E-mail

Put vial at position 10 in rack

OK

| Back

Your samples should be completed by approx. 10:45 am

1
YT LOMEZERL. RTREAZRLET.

sy-Access R3 - Fraction Collector #1 Tray Change

Tray in fraction collector #1 has been changed &1L Method 2]
. | standard pr
b | standard pr
Fie. | standard pr
Group =~
Requested plate has been replaced Chernigt
| Chemist
| Chemist
|MS Chemist |
40 2ml vials, L
-Fraction CollSTor #1 Fraction Collector #2 - ACTIVE ————
P2:* Empty * |P4:* Empty * Il IP2:*Empty* |P4:* Empty * |
1 2 3 45 6| 1 2 3 4 5 6

P1: dougem 3:*Empty *

1. 2 3 456

Submit New Sample | @

Printing fraction list
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s HEDH Y TNEF2—DBBLZD
B ) E5H

o WSO XY v N EpfEFED
ST

e ChemStation, *— %77,

UV/Vis 5 ¥ 70ikikl

VAT LERE

VAT LEHEIZIE Easy Access VA

FLADERM L EHEMERIH) T3,

HELERBIEIUTOLEB) T,

e IS aVDONAT—=F, AV T
7% A, ChemStation OFIFEN:
b=tV —TEH

o BV VT NOHYAAEELY VT
Uk o —

o A-FREATEL AV FERET
Ay NER

BFA=ILEEETNHER

B A — )V TRIN L 72— F I
RREETAHEIIC. VAT AIERRT S
CENWHETT,, Aitid. ZELER
OFITY, 512, BT A—VIZIE, &
SEBOHIEORE, 70~ b7 A4,
AR PVERTHREFLVE-IHEDS
CEDMRETT,

@a File C:WMSDNEL\testlabl0l-023E00009-3.D

Sample Name: ESdamoDS\

¥ial : 5

MSDT TIC, MS File (EDOO02-3.0)  AFIES, Neg, Sl

1000000

00000+

1612
1796

a

1 2
MEDT 260, EIC=262 .7:260.7 (E00000-2.0)

400000

200000+

a

DataPath : C:A\MADNELV\TESTLAEYO01-0Z3E0Q0009-3.D
DateTine: 17 Jan 02 4:18 pu
Operator : testlab
Sample : Efdemo05s
Retention : 1.613 ninutes
Hwr ¢ 270:Tes  MWHi-H)-:Tes  IMWH0Ac- :No
MI+TFA- :NHo M+ iNo
2MIH(-H1-:No  ZMH0Ac- :No
2MIHTFA- :No 2MiH- iNo
mr : 278:No M+ -H) - Ho Mi+04c- i Ho
M+TFA- :No M+ (Mo
ZMIH+(-H1-: o ZM+04c- :No
ZMI+TFA- :No 2T+~ Hao
oy ¢ 284:No MU+ -H1-:No Mi+04c- :No
MIHTFA- :No mi+- tNo
2MU+1 -H1-: No 2Mi+0Ac- :No
ZMIHTFA- :No 2M+- iNo
mr 1 310:No M+ -H)-:Ho Mi+04c- :Ho
MIH+TFA- :NHo M+ iNo
ZMIH(-H1-:No  ZMWH+0Ac- :No
ZMIMHTFA- Mo ZMi+- iNo
"MSD1 SFPC, time=1.587:1.660 of EQOO02-3.0  AFLES, Neg, SI
(=]
i Max: 482284
a0
204
204
104
o
T T T T T
0 iul a0 00 m
W‘l 1/17/2002 4:22:11 PH testlab

Page 2 of 7 /

E3

m/z270 DHREEDTFEEERT S L K— M

Your sample run has been
completed.
Sample:ESdemo051
Info:Sulfa Drugsi

Target masses: 270 278
284 310

Method:Loop2

Info:Loop SIM ES, multi
signal

Data file:E00009-3.D

A message generated by
the Agilent Easy-Access
system

FED

LC/MS Easy Access \$IEH IR
LY —=NVT, SHoEMm#EEHE YL
T TR S O R — % % 1
ATHIET, FROEERN EEY
*n‘— ]‘ Lij—o

[ [LC/MS Easy Access V7 b T 7 ZRVEERDE L], BEHES 5988-5525EN
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