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FHE: ASCE T (M 2D-LC-IT-TOF RFEERFE SN &M TZ549 5 4 NME A FHERAMITABR A,
PIFEG M TR F. FFERAI T 5 G AR PR AT BT H ) 70 1 NRFAR (FHERMTHER ) M77E. 1Z
TTEERIEEA MR SIRIR TR E AR SN AR 25 R MR BT T 208, FFildid LCMS-IT-TOF #£4:3f B
RFBUHTMS EM T Z R G R T TR RBIRHER MR P E R IER M EL, It , TR 2588 T A B R A,
RRTET IETFRARNEE, FEFRIET FEUEMHAERE.

EK5RIF . FIFER M TS FXHRF 2D-LC-IT-TOF ZRLEER S

SSL-CA09-924

BHal, RIEHANHENSBONER, REHRE
A ABREEAZ PR B T XA BEERIE
BRI, TREHATUE, XERAERE EFRT 5
BIEAEMTREARAREE LAFER, & 2DLC-
IT-TOF 28I, WA Bl 77k (F
BIRE AR R PR ) RXIUELE, BXE

1.1 =8
DL 2D-LC-IT-TOF XREE R %, &
F& LC-20ADx4 ( % #& & ) , SIL-20AC ( B zh 3 #f
#% ) , CTO-20AC (#HE#% ) , CBM-20A ( RGHEH|
%), DGU-20A, ( EZ iS40 ) , SPD-M20A ( =
REREFHNEE ) , SPD-20A (UV #4588 ) , FCV-
12AHX3 ( BERBSIEFER ) , FCV-14AHX2 ( @it
IR ) , LCMS-IT-TOF ( BF - "K47HFiE g )
#1 LCMSsolution Ver.3.60( T{Euf )o
1.2 st
1.2.1 iEB LM
<LC IstD>
BILEFE: Shim—pack VP-ODS, 4.6mm 1.D.x250mm
L., Sum
MANEA: FEBRERRK/CE/ NS kR =
400/100/100 (v/v) , ( FFIRERZE M. 10.5 g #7418
FEB/K B8 900 mL 7KH, 28 % AYEIKIE pH
E2]5.0, REMKERFE|1L)
RENMEB: 2B/ IERKRE = 1/1 (v/v)
B jal F2 . 7 %B (0 ~ 40 min) ~ 40 %B (40 ~ 80
min) ~ 7 %B (10.01 ~ 95 min)
SREE. 1.3 mL/min
Hm: 40C
HEEEFR . 20 uL
SMEAS: 190 ~ 350 nm (4&7: 254 nm )

MERNFBENNIE, FEBUERARENBERNZEM
FiE—ERAFR 2DLC-IT-TOF R& 5w AR T X—F
E, APRMEEABRESNET AT, o IdELE
B IT-TOF #{T4&FREE, AXfEMH 2D-LC-IT-TOF
RREERGEMRN T FITR AT T 4 MEMF
BN | MRFFER HAEXARSE,

<LC 2ndD>
3 #F: Shim—pack XR—-ODS 2.0mm I.D.x50mm,
2.2um
MENE A 0.1 % BER
matEB: ZHE
B jEl B2 . 10 %B (0 min) ~ 90 %B (10 min) ~ 10
%B (10.01 ~ 20 min)
REE. 0.3 mL/min
iR 40°C
AT 5 uL ( Loop FMAFR )
SMK A 254 nm

1.2.2 s
SHHYES: LCMS-IT-TOF
BEFJE. ESI(+), ESI(-)
BFRREOSRE, ESI(+), 4.5kV;
ESI(-), —3.5kV;
SMEREE. 1.7kV
FHX. S 1.5L/min
F&=:
WES: @5
FRAFIERE. 200C
INFARBERE . 200°C
REHCERE: m/z 200 ~ 800
LRI . Auto MS"

%X 10 L/min
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1.3 REeREEE

1D Column: Shim-Pack VP-ODS 4.6 mm x 250 mm
2D Column: Shim-Pack XR-ODS 2.0 mm x 50 mm
[ Conversion Coupling

UFLC Joint

SPD -M20A

1D Column = —-:

<_3{2 1}

SIL-20AC

Manual Injector

21

—I i )

4= pev.i2an 4=C /rev-2an
RVL RVR

Fraction loops

2D Column  me—

L4 FamHlE

ERREER SRR T2, BmIREA 1 mg/mL,

1 2D-LC-IT-TOF §3%

AOREH R TR I REFMI 4 MrEAERNT

S

| —
o i e |
S f————— 3 5 Position: 0
4 655 5¢4 6 2 1
6 6/ 36%6
N
FCV-14AH: C FCV-14AH: D -

B

i R R AT

1L

LCMS-IT-TOF-037

FCV-12AH
2 1
5

46

SPD -20A I

_

LCMS-IT-TOF

Position: 1
z 1

.
/3

B | RXER TILHBR SF=x | #FE | CASNo.
4 FRIFER AT Atorvastatin C3H3sFN20s | 558.64 110862 -48-1
20 | P& T | Atorvastatin Amide | CaoHasFN3Os
. 717.82 -
R 1| ZRF Acid
2 o By At tati
Al | FIELAET Orva_s amn . C33H3sFN205 | 540.65 [433289-83-9
ZLf7i 2| Z&m A | Desfluoro impurity
28 | fFEfxf;T |3-O-Methylat t
Al | FIEAEIT . é .yaorvas C3sH37FN20s5 | 572.67 |887196-29-4
FT 3 G atin Lithium Salt
B4 | FeFEffthy At tati
A | FIELMET orvastatin C33H33FN204 | 540.63 |{125995-03-1
Zfq 4| ZEH Lactone
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LCMS-IT-TOF-037
B ZRitie
2.1 LC 1stD 2R
IstD STV EE B B A%E B AR R B E, DUETFIHES LOOP 3rd, AF 4N, 4RLH
IstD BEEMNT, ERHOH 5 MRNEERESSIA: 17.361 min, 11.454 min, 13.762 min, 14.436 min, 35.705
min #142.152 min, HH R.T = 13.762 min PZLRAR FERNARIZAER, Hb 4 NMARMRPIRENZR,

AU
54nmdnm (1.00) |
100 | o s
] &
7.5 B
1 B m
] I | ‘
50 % 5 ‘
] £ 3 & &
25 ‘ I & %
1 i I | ‘ & B
] || I ‘H I | m i)
00 HL.“J&MA AMMJL_/&_‘)‘ I m /N
A
1] H‘ 4 7L‘\—"“‘LA[L\—/_\UA’\Z,‘7 77\—JZL/\/
] |
254 |
L T S B B B B B S B B B I By NN
0.0 5.0 10.0 15.0 20.0 250 30.0 350 40.0 45.0 min

B2 LC IstDAHrEiEE

2.2 LC 2stD /3 fr2ER

BEAILR 1 e
E&ZF 1 R.T. = 11.454 min JJJ#:5) LOOP 34 1 H1, 53 2D LC 434f7, 85I UV B1EE . MS BRI MFUEREMN T .
MMS FREETT INEHEMEHT 1 B FARR m/z = 716.3344, FHEAFFEERMITRERF, 5F=A CWHygFN,O,
HiE [M-H] = 716.3353, MR ESERERELRZEA —1.26ppm,

L!V(X],OOO)

221

-1.0+
] — — — T T T — —
25 50 75 100 125 150 175 min
{x10,000,000)
TS {1.00)
15 J1:716.3344 (1.08)
ey
] wﬂf‘”
05+
0'0_‘ T U T T T
00 25 50 5 100 125 150 175 200
Inten. (x1,000,000) Inten. (x1,000,000)
] 1 e o 20 2
1 MS ¢ P g 7163344 1 MS~ 397.1702
25 @H A LI . ] |
& D 1.0 ] 2781338 431044
F ] |
1 47,9571 ] - 279.1387 l 6803122
0.0 : = = 00— ——
285N K|nn m/7 280 Knn miz
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222 EHRZR 2 BT

B2 (R.T. = 14.436 min ) §J#a%E] LOOP 3£ 3 H, 4251 2D LC 94,
EEITTINEREMAR 2 FERNE, EBEFRND 54 m/z=541.2697 M m/z = 557.2446, M LC

BT o M MS 5

B8z

LCMS-IT-TOF-037

| UV BikE. MS SRR

1stD AT EEE T IR RIS MMM 2 MARMATNRENBZRAK, AT, TJEFRDRMAFIZ] LOOP 3 H,

EAEE 2 AR TR A, 9FRA C;Hy N,O,, m/z =541.2697, IBiS{E [M+H]" = 541.2697,

EREHRZ4 0.00 ppm,

WV (x1,000)

MiE S E

5.0

2.5+

UV &igRE

ST

0.0
‘ ‘ T T ] T e e Y
0. 25 5.0 7.5 10.0 12.5 15.0 17.5 min
Ll
au—l%%%%&% | MS iR
N
204 ‘*—”V\_ ‘\D A\ TIC
B o | R A -
10
L MC
T T T T T 0 T ‘!\‘ T T T T T T T T T
U.b Zlb 50 I.‘b 10‘.0 1£5 15“0 1!‘.5
Inten. (x1,000,000) Inten. (x100,000)
8 () 5412697 MS' 0 4103 MS?
iekvs |
& .
4 - 258.1246
0 Hm 56_2\485 25 L ’ 352.}727
0.0““‘“"“““"0.0"H"‘Hm‘}ﬂ‘%"U‘H_‘H
250 500 mz 100 200 300 400 500  mz

223 EHRZR 3 HMTER

B4nZeE 3( R.T. = 35.705 min )FJ#2%| LOOPER 4 F1, 233 2D LC 24, B3 UV @ EE . MS &3t E I E R
MMS FRIEETINE R EFZE 3 EBFER m/z = 573.2748, ARFEKMITEE G,

{8 [M+H]" = 573.2759, M {ESEERERREER -1

.92 ppm,

EEIZN T
ﬁj\%:_l:tj\] C34H37FN2 5y EE'LL’.

UV (x1,000)
20
10 ]
0.0 F— |
e — ‘ ‘ i ‘ —
00 25 50 75 100 125 150 175 min
{X10,000,000)
K (100)
7515732748 (155) MS EIEE
50
1 TIC B
254 A
1 S, ]
1 MC
00 T T T T — T T ] T T T T | T T T T ] T T T T
00 25 50 75 100 25 50 75
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Tnten. (x10,000,000) Tnten. (x100,000)
3.0 A ]
1 © spams MS! 504 2781469 MS?
204 Ay 1 4272034
10 ' A 25 34-1449 409%95 4802069
00 - — — 00 ] ey I ‘\ul“h‘u\h\d\\w‘ ‘H w H‘} M‘; e h{ Wb j —
250 500 mz 200 300 400 50 moz

224 BHEIZE 4 O

EENZLFT4( R.T. = 42.152 min JJHRE] LOOP IR 5 1, K3 2D LC 44, B2 UV B EE . MS & iR F R

BRI T

M MS FEE T IUEH B M2 4 EBTFRR m/z =541.2503, ARFEAMTREH, 9FRHA CHLFN,0,, EBp{E
[M+H]" = 541.2497, Wi ESERERESIRZEA 1.11 ppm,

uV (x1,000)

UV &iE

50 10.0 150 175 min
{x10,000,000)
25 ATIC {100)
115412503 {3.11) MS @i%

20
153
10

05

TIC

] MC
0o T T T T T T T T 7
00 25 50 100 125 150 175
Tnten. (x1,000,000) Tnten. (x100,000)
o N 1 ] | 2
5412503 MS 50 -] 481918 MS
25w ]
563.2329 25
1 .&1\955 ] 344’H452 ‘
0.0 e T = 00 — Al —
250 500 m'z 250 500 m'z

2.2.5 RAZFIITLE

FREZR (R.T. = 13.762 min ) YJ#2%] LOOP 2k 2 o, 25d

T

uv (x1,000)

id 2D LC 7, 8% UV BiEEl. MS EEEFIEE

UV e E

EER®

o
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{x10,000,000)
1TIC 10{)
30{ MS &
zo—f
1-0_§ R L VAN, C_g__.w
] MC B
00-= I N T T T T e
00 25 50 75 100 125 150 175
s Inten. (x10,000,000) Ipten (x1,000,000)
' 3 557.2449 MS! 107 308.1422 MS?2
10 ]
0.5,E 507.2346 05 241205 1382046
] ] 254?961 h 402.]]892ﬁ
00 ———F————r—————— 0= Pl
250 500 m'z 200 300 400 500 mz
MMS R INERRMES FIER m/z = 557.2449, BT FERSFIFEEMT ( 9 FR CuHFN,05, IEE

FHERN m/z = 559.2603 ) D7 2 NREE, UEMET Y. SR, RMEROTEAMFERMTHSE 7571

A CHLFN,O,, HAERTIT TR,

N s WiE | BRE | REfHUs
PXEH | EXEH | HFR S| | e | 2 o)
FIFEfRAMIT | Atorvastatin 7
Hﬁ’%‘-ﬂg‘{ Dehydro Acid C33 H}}FN205 HO. T 557.2449 |557.2446 0.54
RIE MS* (WA (ER, HENERERER .

&ig

AR T —MEAIHER MR R IEARENHE, 2D-LC-IT-TOF Z/REE R G HELE

e R
XKKBET FEFEANRBIEE,

[ BN ARARFRZFFHL

RN | MRFBENTTIE. ZTTERTRE T BT ARRENAE, BMRIET 2

PRI A TZ54)
CBUE M RERE,

LBTHEEREEST0S A TEH

ZiEEIE: 021-22013542

http://www.shimadzu.com.cn



