) SHIMADZU

Excellence in Science

Liquid Chromatograph-Mass Spectrometer LCMS™-9030
LCMS-9030 Q-TOF HZFEX7|E 0| &St 2| ZF2| ===
R

Analysis of Impurities in Pharmaceuticals Using LCMS-9030 Quadrupole Time-of-Flight Liquid
Chromatograph-Mass Spectrometer

NO. 01 _0001 7'K J. Nakazono, T. lida

ALS X 28 EQIE

& O| A|ARIS 0| 8310 2|2 E 5 Sa=0ll tivh 0H2 Hatst Fd 40| 2hs3iet.
¢ =24 ATE0| LabSolutions Insight Explore™i= 74 %%, x40l T3t Gl0|EfH|o| A 244 9 THH it 2Mof A8 4
ALk
mAE
150MAY
olofZo| EAI QHHAS HASIH oorEl OY 2422 | 2380m omtalukast
Hdsh= 20| 1R ROt QAR IHE SS9 1242 ]
UE ATUP), Y 4T, 012 AT 52 A 2M0l| 2= 1257
UL} YHHHo 2 EaF 240l= HPLC-UVHO| E2| A E|1 @
AR, LC/MS/MS 52| HHEMI|E 0|8% L= EM2 100+
HEEH Ex52 Ydote RS U2 a1 ATt ]
O] mAZIE{O| M AFSSAt HIHAZH (Q-TOF) & &447| LCMS- 75-
9030(L& 1)2t LabSolutions Insight Explore AZEQIME ®
0|28l ZE|RIIAE LIEE (montelukast sodium)2| 50,
S0 e 2 242| o|E AN, ZE|RIHAE LIEES ] @0
JP 70| JIXHEIO] Ruom, IR HA B F20|E H|Y 1
x|zoto 2 ALREILY, . ®
o
- . oo 25 50 75 100 125 min
13 3. 8% AQl UV IZOtETY
E1. 2422
—_— [UHPLC conditions (Nexera X3)]
g et Premi 120
& 1. Nexera™ X3 and LCMS™-9030 Mobile Phase A : Water/Formic acid = 2000/3
Mobile phase B : Acetonitrile/Formic acid = 2000/3
N 2E|2IAE LIERQ| H A Flow Rate :0.25 mL/min
U OFH(PO| | RESIAE LIES (02 2) Tl Tmeprogram (k) g (30~ 6% (16 min) =
et 2E|2FIAE EEES ALBOIO] AIAR X3 AlE 8% A oven Temp. 0
(1m /mL)% THISIRCE & 12 24 223 LEHHAC Injection Vol. 210 uL
J2 32 UV A20ETJHS BELL 20 SHRIIAEE Detection 1UV 238 nm
HEE AlZto] &F 1020 &2, O M2 ©~O2 [MS conditions (LCMS-9030)]
o8 O30t =& lonization : ES|, positive
Mode 1 MS, MS/MS scan
Nebulizing gas flow  :3.0 L/min
Drying gas flow :10.0 L/min
Heating gas flow :10.0 L/min
DL temp. 1250 °C
BH temp. 1400 C
Interface temp. 1300°C

02 2. 2HRILAE LIEES| 31X *1:P/N 227-31063-03



= - hl A I_ = »‘; k[l )
UVZ B HEE AlZM digols a8 O3= 5 0|2 X
320E JI(XIC)IM m/z 602.2126, 732.2579, 570.1864 SR>
. g
% 568.20722 EECH O 4= 8 A9 F 0=
Nome Tormula Voss Assign Score (%) #Data Source|  #PubMied | #Reference oRSC
=H A = [ A4 hd 2 hd Y Y .
SZOLEM(TIC) L 2t 222 XICE LIEHLHRACE e o i
LJ 2 'Montelukast methy.. C34H32CINO3S |569.17914 909 10 [ 14 0
[0 3| Methyl 4-[2-((2-[5-. |C34H32CINO3S |569.17914 909 2 0 2 0
*4 2-{4-[(2RISSR)-5-( (zw)zc‘mms 56917914 209 2 [ 2 0 55715175
1aer  TIC 4— Montelukast AU R R P fis i : 1 AT
; fpt 33 6. C34H3,NO5SCI off L3 ChemSpider HO|E{H|0] A 244 Zat
14e7 ]
- m, 'n'{\\»,(vl\n-p“m?\
) m/z 568.2072 (impurity () =) o ; >
oo ] Cteez, 12l 72 "Assign' 2|50 o3t =2t 0|29| A=
8.0e6 4 = =
6.0e6 céH:Ogl | O:IT'__E|>
4.0e6 4 \ \‘A-i |
j\ 4.0e5
2.0e6
000 7/(‘\‘\-/\’&“. ~ N & o e O\ - 23N
T2 3 4 s 6 7 8 9 10 m 12 13 & 15 16 17 424.14648
RT (min) o . ’
2l 4, 84 AQ| MS I 20tE T 105 o
25 06.13574 @
s -x‘ EET: T (_)
00 200 400 700
MS ABE2S HIEO2 Insight ExploreS AM&SI0 1 o w1 sy Jiomisene JENNENIN womil oimosl o-ppmls
XXM ASHSHL] A a EI L =' A2 1013 & 29 |a24.14646 221849 | C28H23NOC! +| 42414627 019 05
To=E ToM |- 01' IE 5 =2rE |_ @ (m/z [ 24 29406799 99775 | C18H13NOC! | ... - 294.06802 -003 -0.1
o) A x;(.{ 247 b XA Lo 1726607308 90116 | C17H13NCI [+H)+| 26607310 -002 -0.1
570.186 )0" EH t 38 38 J“l-oll:l-' jl‘ o E'_'_jl- o — & 6 13108532 54042 | C10H11 +| 13108553 -021 -16
§|_6_—||_A_|% C 4H32NO3SC|O| ;_I OE |_|' I_|_|.E|_. 33 1570.18705 32685  C34H33NO3SCI = 570.18642 063 1.1

D5 .
13'5 sruoss i o o e JPimpurity E
“n’v 570.0 570.5 5 5715 5720 5725 573.0 5735 5740 5745 5750 ,.": C34H32NOSSC‘
ot 570.18642
o N 3.18724 7018640 ®
oz . . . , . , , . e 2 g7
568.5 570.0 570.5 571.0 5715 5720 5725 573.0 5735 574.0 5745 5750
Score Pred. (M) Pred.m/z| Meas. m/z Diff.(mDa) | Formula (M) lon Diff. (ppm)  Iso Score DBE.
91;3 559179\: 570186d'2 570.18738 096 C}dHJZNOJSCIv :M‘H]-v 158'4 916‘5 '9'0 Dl-x| D—I‘QE %_)ﬂ_\_
2 68.64  569.17981 570.18709 | 570.18738 029 C31H27 N3 08 [M+H]+ 0.509 76.50 200
3 57.00 56918003 570.18731 57018738 007 [C24HISNSO553 | [M+H]+ 0.123 5236 100 X‘|E|‘6|—01|:_|> EE‘0'|'
4 5539 569.18090 | 570.18818 ?7018735 -080 EZSHB‘]NSSS, FM#H]~ 1403 5119 9.0 o M - =
B, o] Sl el B, PR I, o, o], o U= B==0f SiYs
225 Be8 @ 74 T 20t 28 24 Tmba
(91: BHHEI MS AMER, Ot2r]: O| 230l AHER, of2f: S8t 32) Jbsoteict
T 2.2 2429/ CMS-9030 £A4Z1}
AME HAH Ol CH ok
BST a5 x U Es Impurity| HPLCRT | JP listed [M+H]* [M+H]* | Error
242 03 @9 REAlD} §|-?>J§%§% —d°—_'f?_|3f7| eI Insight peak (min) impurities | theoretical | observed | (mDa)
Explore2| “Assign” 7|5& 0|25t 2418 TIsIQICt. O ©) 455 A 602.2126 | 602.2132 | 0.59
ADEQNE AMESHH 3totdl FEHE J|HIeE 22t¢ @/® |8.65/892 c/D 732.2579 | 732.2584 | 0.52
™ eltel i =N=) =235 sF A O]
ChemSpider™ H|O|E{H|O| A0 M SttES =59t 2 = UCE T - 997 | Montelukast | 586.2177 | 586.2179 | 0.15
CtS, S135H20)| CHaH SHEte Asist0] THEH 022 E8) P2 AHA
= e 29S polo] U 053 Sof 22 48 ® 10.45 E 570.1864 | 570.1874 | 0.96
0|23t ZHE MS/MS AHEZH|A ZHEEl A4 0|2 2H9] YX|
T (S HA)Z H ARSI ® 15.13 F 568.2072 | 568.2079 | 0.70
§f3—.“il C34H3,NO5SCIO)| CHDE 22191 H|O|E{H|0|A HAHO||A
el £ sttEol WAEACHIY 6). MY siee mEE
Montelukast methyl ketone (ChemSpider ID 17623689) Shimadzu A& I ZOFEJZHE G LCMS-9030 AtS =X}
OIO*Er 0] 2tefE2 JPof| J|xHEl EoF EQt Y Ho=R HISHA|ZE B2k 2MD|9f BM AT EQ LabSolutions Insight
g Rt o [1-({[(1R)-3-(2-Acetylphenyl)-1-{3-[(E)-2-(7- ExploreE AM8SIH CekE0]| Lot B2 15 BAY £
chloro-2-quinolinyl)vinyllphenyl}propyl]sulfanyl}methyl) QICt. O] 2HE AlE 3ot MY S Ef 20f0f|M XMZE LY O/ZF
cyclopropyl]acetic acid. =2 240 =20 2 2o Z J|thEICh
01-00017-K

For Research Use Only. Not for use in diagnostic procedures.
This publication may contain references to products that are not available in your country. Please contact us to check the availability of these
products in your country.

The content of this publication shall not be reproduced, altered or sold for any commercial purpose without the written approval of Shimadzu.
See http://www.shimadzu.com/about/trademarks/index.html for details.
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