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1) PURFFLC/MS E SRR EFIT R ERAEE

#&HH : X-LC 3000 UHPLC

J&RiE : expression CMS

ESIFBEHEE : Positive;

FEHE : 3500V;

FHEBIE : 180V;

BiSIRE : 300C;

FMERE : 250C

[RISHIIEFREE : Agilent ESI Tune Mixture Compounds (G2421)

FUBGMIR : MassWorks /5 3% A4
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i E: Agilent Zorbax XDB-C18 (2.1X50mm, Sum)
WEIA: A 01%FEKED - B (0.1% TR TEIHEDD

R louL:
WiE: 0.25mlmin

BEBE: 10%B (0~9min) —90% B (9~10min) —10% B (10~12min)

LCMS — External Calibration

Acetaminophen - CgH (NO,
[M+H]* m/z 152 )

Caffeine - CgH;N,O,
[M+H]* m/z 195
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Sulfadimethoxine - C,,H,5sN,0,S
[M+H]" m/z311
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Formuia | Mono Mass Error|Hass Error Spectral Formuia | Mona [Mass Error|Hass Error] Spectral Formula | Wona [Hass ErrorWass Error] Spoctral
lsotope | (mDa) | (PPM) | Accarscy isotope | (mDa) | (PPM) | Atearacy Isotope | (mDa) | (PPM) | Acsursey
| cartonoz| 15207tz | sadeé | suasti | seisst| | comimieoz| tesosss | -21zase | -tostess | serses | | Cizwisuaoas| srioste | 112007 | 3s00s | 9196 |
Verapamil - Cy;HioN,0, Reserpine - C33Hy N>Og Terfenadine - C3,H,;,NO,
[M+HT m/z 455 [M+H]" m/z 609 [M+HT m/z 472
— e :
e e i
g Lo % = I B i S S S LRI
Formuia | Wono [Hiass Error|ass Error] Spectral Formuia | Moo [Mass Ervor|ass rror] Spectral Formuia | Wono [Wass Frror|Mass Error] Spectral
lsotope | (mDa) | (PPM) | Accarscy isotope | (mDa) | (PPM) | Accurssy lsotope | (mDa) | (PPM) | Accarscy
| comenos| amasots | er0ses | savser | sroeon |

| canaonzos | ass2910 | ss2828 | 121.4376 | 955839 |

Indomethacin - C,gH;,CINO,Na
[M+Na]* m/z 380.

f
L S e T T e
Formula Mono |Mass Error|Mass Error| Spectral

Isotope | (mDa) PPM) | Accuracy
[c1oH16nOaca | 380.0666 | 540554 | 1422463 | 976445 |

Conainzos | soezstz | 2esoss | e3sers | sressr |
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LCMS — Internal Calibration

Caffeine - CgH;N,O,
[M+H]* m/z 195

Acetaminophen - CgH;(NO,
[M+H] m/z 152
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Sulfadimethoxine - C,,H,5sN,0,S
M+H]"m/z 311

T T
Mass Error| Spectral

Formula Mono |Mass Error|
Isotope | (mba) | (PPM) | Accuracy
CBH1ONOZ | 1520712 | 18464 | A2.1417 | 976387

Verapamil - Cp;H3;oN,0,

Mono |Mass Error Mass Error| Spectral
Isotope | (mDa) Accuracy
| cen1insoz| 1850862 | -7.099s | -363893 | sese32 |

Reserpine - C33H,; N;0g

‘ Formula

11 ] TERI
E o £ 3 E3 3 E3
Formua | Wono [ Was Error|Wass Error]Speciral
Isotope (mDa) (PPM). Accuracy
C12H15N4045 | 311.0814 | 6.5583 -22.4995 99.2277

Terfenadine - C3,Hy,NO,

Isotope | (mDa) | (PPM)  Accuracy
CI3H4TN209 | 6092812 | 147941 | 242806 | 983750

(MH]" m/z 455 [M+H]* m/z 609 [M+HT m/z 472
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Formula | Mone [Mass Error|Wass Error| Spoctral Formula | Mono [Mass Error|Mass Error| Spectral

Isotope (mba) (PPM). Accuracy

C32H42NO2 | 472.3216 87546 18.5356 979560

Formula Mono | Mass Error| Mass Error] ipeclral
Isotope | (mDa) | (PPM) | Accuracy
CoTH3ON204 | 4552910 | 15.2828 | 33.5681 | 976179

Indomethacin - C,gH;,CINO,Na
[M+Na]* m/z 38

Ty

Formula Mono | Mass Error|Mass Error| Spectral
Isotope | (mba) | (PPM) | Accuracy
CI9H1TNO4CI| 358.0846 | 135107 | 38.0113 | 96.0023

&E LR 4R AL
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External Calibration (mDa) Internal Calibration (mDa)

Acetaminophen -9.35
Caffeine -21.30
Sulfadimethoxine 11.20
Verapamil 55.28
Reserpine 26.81
Terfenadine 42.05
Indomethacin* 54.06

-1.85
-7.10
-7.00
15.28
-14.79
8.75
13.61

* Indomethacin detected as [M+H]* in Internal Calibration and [M+Na]* in External Calibration
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GC : Thermo Scientific TRACE 1310 GC

MS : Thermo TSQ8000 GC-MS/MS

it © TG-WaxMS (60 m x 0.25 mm ID x 0.5 pm)

RIERERT, : profile mode (JRUFFIHE)

[REFFHTEE : 10-450u

SREETRE 1 6197 u/s

FRIEIIERREE : PFTBA (30 mind] JF 7 IR AEPFTBA;: 32 min ki)

EURALIR - MassWorks )i it 4 {4
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1-(5-(2-Methyl-1-propyl)-2-pyrazinyl)-1-propandne
4

A P
i 1
* RT = 11.52 minf§ —H IR A, A T
o J i @LIEE’J%?%H}/ZISO\ 12241108; NISTILACAS 5

e NISTH#:EZEHR: C, H N0, m/z 192;
o NISTH {5 B mAk: IERERICEICNG6S6, KM ZRILH 613,
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aoowo. Row| Formula | Mono [Mass Error|Mass Error| Spectral [ RMSE [DBE
Isotope | (mDa) | (PPM) |Accuracy (%)
2 |csH12NO25[150.0583| 10.4 69.1 96.8 30105 | 0.5 |
3 [c3H10n40s[ 150057 | 117 78.1 96.7 _ |30757] 1
4_|caH12N305]150.0696]  -0.9 -5.7 967 |30928] 05
5 | cen1402s [150.0709] -2.2 147 96.6
6 | c3H1aNss [150.0808] -12.1 -80.6 96.6
7_|csH1an20s[150.0821| -13.4 -89.5 96.6
s | cariones [150.0682] 05 3.2 96.6
[ 9 [ cHsn7s [150.0556] 13.1 87.0 96.5
wks e wys o ks mbo wks  12bo  12bs  w2io  2is  12bo 10 C9H10S | 150.0498 18.9 126.1 95.1
R Window | WetFormaa | Wono Wase = S oy AW oo Special | SE 11 { C3HEN304 |150.0509| 17.8 1184 94.5
e T, 12 | CH6NG6O3 [150.0496| 19.1 127.3 9.5
= 13 | csH1005 [150.0523| 164 109.5 94.4
= CIEmETT 14 | consns03 [150.0622] 6.5 235 544
O R —,—,—_TY§€— 15 | Henso2 |150.0608] 7.9 525 %44

PFTBAF: IF 5 i $ 4% m/z 1500143 2l & 45 R

150.0684 u “
Diisopropyl disulfide
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Diisopropyl disulfide . 2-Ethyl-6-methyl pyrazine
W TR - L
m/z 150 m/z 122
Average of Scars 3421 thu 3436 (11438910 11.48%)
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Diisopropyl disulfide52-Ethyl-6-methyl
pyrazine 12

Print to PDF without this message by purchasing novaPDF (http://www.novapdf.com/)



http://www.novapdf.com/
http://www.novapdf.com/

2014/11/4

C e

Lumiere Tech Ltd

IN 5

o ARG HEIIVURRAT T3 1% 18 1k MassW orksHp ik (1 U T2 A58 1E Ab 21
Je R S DL AE AR o I

o RIMsE s RS TR B R R TOF KT, (HERIM R
e T2 PO 1 L A 2 35 B AT THE Bk o 70 1 2K

13

Print to PDF without this message by purchasing novaPDF (http://www.novapdf.com/)



http://www.novapdf.com/
http://www.novapdf.com/

