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[nyec Iovtwv

Mnvec Aépiac daonc:

To deiypa npwTta €EagpwVETAl KAl PETA IOVTICETA

Mpookpouong nAekTpoviwv (Electron Impact/Electron ionization, EI)

XnHikoU 1ovTiopoU (Chemical Ionization, CI)

[nNyEg ekpoeNnong:

To dciyua, o€ uypn n oTEPEd KATAOTACN, UETATPENETAI OE AEPIWON 10VTA

BouBapdiopou pe atopa peyaing Taxutnrag (Fast Atom Bombardment, FAB)

IovTIopOG ekpdpnong pe Tn Bondeia uhikou PnTpac (Matrix Assisted Laser Desorption Ionization, MALDI)

IovTIopog pe HAekTpowekaopo (Electrospray Ionization, ESI) 3



IovTIONOC PE NPOOKPOUCT NAEKTPOVIWV
- EI -

Ta e napayovtal ano &va Beppaivopevo vnpa (W n Re) kai
enmTaxuvovTal e pia Taon 70 V (oTabepn evepyela EMNITAXUVONG):
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Cole, R. B. Electrospray lonization Mass Spectrometry: Fundamentals, Instrumentation & Application,
John Wiley & Sons Inc. 1997



IoVTIONOC E NPOTKPOUOT) NAEKTPOVIWV
- EI -

IovTIONOG :
M+e > M+ + 2e

©pauocpuaronoinon :
EE+ + R°
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Mass Spectrometry of Inorganic and O rganometallic Compounds
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Wiley, 2005



IovTIONOC pE NPOoKkpouan NAEKTPoviwy - EI -

NMAEONEKTHMATA:

o KaBiepwuevn Kal ENAPKWE PHEAETNMEVN TEXVIKN

Mnopei va papPooTEl NPAKTIKA O OAA TA NTNTIKA HOPIA

EnavaAnyipyo gpaopa palwv

H 6paucparonoinon XpnoILOMNoIEITAl Yia TauTonoinan OouNG

AnoTeAei Tn Baon yia Tnv avanTtuén BiIBAI0BNKwWV GacuaTwyv palwv nou
NEPIEXOUV TO «anoTUNWHA» KABE Evwong

MEIONEKTHMATA:
e To dciyua npenel va eival Bepuika oTabepd Kal ENAPKWE NTNTIKO
e To poplako 10V Ynopei va anouaiadel f av €xel xaunAn agoovia

EOAPMOIH:
= H nA€ov xpnoipgonoloUphevn Nnyn 10vTwv otnv Texvikn GC-MS (Q i IT) yia Tov
NPOoodIoPIoUO KN MOAIKWV Hopiwv XapnAng poplakng padag (< 1000 Da).



Xnuikoc IovTiopocg - CI -

BouBapdiopoc aspiou avtidpaoTnpiou (ouxva CH,, NH; N N,) pe e
UWNANG EVEPYEIQG UE ANMOTEAECHA TO OXNUATIOUO I0VTWV TOU
avTidpaoTnpiou. Ta agpia popia (M) Tou deiypaTtoc ouykpouovTal UE
Ta 10vTa Tou avTidpacTnpiou Kal Ta 1ovTi(ouv Pe avTiOPAOEIC
HETAPOPAC NPWTOVIWV 1 PpopTiou, NPOCOHNKNC, akOua Kal
nupnvo@IANG unokaTaoTaonc.

MpolnoBeon: o Adyoc [avTidpaoTnpiou]/[deiypaToc]= 103-10%
CI XapnAnc nieong: 10-3—10-Torr, 1davikn yia GC-MS
CI Atpoo@alpikng nieanc: APCI, 1davikn yia LC-MS



Xnuikoc IovTiopocg - CI -

—+-o
CHy + € —» CH; + 2e

. s

CHp + Hy and 'CHs +°H

e +
CHs + CHqg —> CHs + °‘CHj Ioyxupdc NpwToVIodOTNC

+ +
CH3 + CH4 — C2H5 + H2 . . \
i IovTi(OUV HECW OUYKPOUOCEWV

EE'Hz +2CH,; —> (:3|_|J5r + 2H, +°y Ka Napaywync GUPNAOKWY



Turnior Xnuikou lovriouou

META®OPA ®OPTIOY

CH,'*+ RH > RH** + CH, M**
METAOOPA NPQTONIOY
CHs* + RH RH," + CH, M+ 1]

v V¥V

CzH5+ + RH RH2+ + C2H4

AlMNOZIAZH YAPIAIOY

CF3+ + RH
CoHs" + RH

R* + CFsH [M— 1T
R" + C2H6

v VY

MNMAPAIMQINH IONTIKQN ZYMIMNAOKQN META AINO 2YITKPOYZH

C,H;™ + RH > (C2Hs:RH)" [M + 2971
C;Hs5" + RH >

(C3Hs:RH)" [M + 41T

AND J. T. WATSON

AN
pyright 1978 -2004 USA

Spectra
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Xnuikoc IovTiopoc - CI -

NMAEONEKTHMATA:

e Aivel nmAnpogopia yia 170 MB TnC €&vwong napayovrac ouvndOwc Ta
weudopoplaka iovra [M+1]F n [M-1]*

e ANAO (paopa palwv Xwpic 181aiTepn Bpaucpartonoinon

MEIONEKTHMATA:

e To deiypa npenel va ival Beppika oTabepo kal ENAapKwE NTNTIKO

e H eA\iNN¢ Bpaucpartonoinon dev PNopei va xpnoipgonoindei yia Tautonoinon
EVWONC NEOW Epeuvac o€ BIBAI0ONkeC MS

e Ta anoTteAéoparta €€apTwvTtal anod Tov TUMO TOU AEPIOU, TNV Mieon n Tov
XPOVO avTidpaonc kai Tn puaon Tou OEiyuaToq

E®OAPMOIH:
= Xpnoigonolsital atnv Texvikn GC-MS (Q n IT) yia Tov npocdiopioyo [N
NOAIKWV Popiwv XapunAng popiakng padac (< 1000 Da).

12
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oG ME EKPOPNON

IovTiOU

(A) — MALDI

AKTIVEG NaAHIKOU

laser

laser

plume

hv  hv

hv

hv  hv

Q analyte molecule

=
5
5]
E
o]

® gcxcited matrix
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MeTa Tnv
EKpopnon He

Mpiv TRV EKpOPNON

HeE laser

nd O rganometallic Compounds

{ENDERSON AND J. S. McINDOE

s Spectrometry of Inorganica
euy, 2005

laser



IovTIONOC PE EKPOPNON:
(A) = MALDI

AB SCIEX 5800 MALDI TOF/TOF System equipped with
a Nd: YAG (355 nm) laser with 1 KHZ pulse.

https://www.youtube.com/watch?v=0jeFpXHZ8WO0 15



MALDI

JUXVOTEPA XPNOIKONOIOUPEVEC UNTPEC Yia MALDI

0 OoH O 9]
HO
N" HO OH OH
nicotinic acid 2.4 6-trihydroxyacetophenone 2,5-dihydraxybenzoic acid
THAP DHB

O HN 3\

OH OH OH
AN \ oH
= N
5 OO ;

B-aza-2-thiothymine dithranol frans-indole-3-acrylic acid
ATT IAA

OsN
? frans-2-[3-(4-tert-butylphenyl)-2-methyl-
para-nitroaniline 2-propenylidene]malononitrile sinapinic acid
PNA DCTB SA

o)
MeO
m © ~"“0H
o o
MaO
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- MALDI -

NMAEONEKTHMATA:

e Aivel nAnpogopia yia To MB Tn¢ evwong, napayovrac cuvndwc Ta
MOVOOPTIOUEVA HopIaka 1ovTa [M+1]*

e AnAO paopa palwv xwpic 60pufo unoBabpou kal BpavouaTa

o E€aipeTika 01adedoPEVN TEXVIKN OTNV AVAAUON NPWTEIVWV

MEIONEKTHMATA:

e XapnAn enavaAnyiuoTnTa

e O avaAuTnc dev npenel va anoppo®a Tnv akTivoBoAia Acilep

e Anaitei naApikd avaAuTn palwv (TOF, IT)

EOAPMOIH:
= Xpnoigonoleital otnv TeXVIk TOF-MS vyia TOov npoadiopiouo
MNOAIKWV Blopopiwv Peyaing popiakng padac (> 10000 Da).

17



IovTIONOC PE EKPOPNON
Fast atom bombardment (FAB)

mass
analyser
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- FAB -

NAEONEKTHMATA:

e ['pryyopn kai anAn TEXVIKN

o KaAn Texvikn 10VTIOHOU Yia nolkiAia Jopiwv

e OI OXETIKA XAUNAEC OepUOKPATIEG IOVTIOUOU EMNITPENOUV TN MEAETN
Oepuika aoTabwv popiwv

e ANAG @aopata, YE MOPIaKa 10VTA Kal IoXupd IoVTIKa peupara,
onoTE €ival KataA\nAn yia PeTpnoeic MS uwnAnc OIaKpITIKNG
IKavOTNTAC

MEIONEKTHMATA:

e YWnAOG XNHIKOC B0puBoc unoBadpou

e O avaAuTng npenel va ival 81aAuTOC kal oTabePOC o uypn KUNTPA
e MpoBAnuaTikn Asiroupyia o€ xapnAa m/z (<200 Da)

E®OAPMOIH:

= Xpnoigonoligitar pe opyava MS payvnTIKOU TOMEA Yyia Tov
NpoodIopIoPO MOAIKWV opyavikwv (BIo)uopiwv OXETIKA HEYAANG
popiaknc padac (>200 Da), kabwc kal TN MEAETN UAIKwV (SIMS).

19



lovriouoc oe aruoopaipikn niigon - API -

cccccccc

IovTIONOG pe HAeKTpOWeKATHO

(Electrospray Ionization, ESI)

To uypo Ociyya wekaletal peEoa ano
TPIXO<€IO] OWANvVa oTov onoio epapuoleTal
upnAn Taon (3-4 kV) kar oxnuarileTal
agpOAUNa POPTICUEVWV OTayoVvIOiwV

Corona Dlscharge Skimmer

Heater

Liquid m— _ — Analyzer

I

Nebulizer Gas Nitrogen

XNUIKOC IOVTIONOC O aTHOOpAIPIKN
nicon (Atmospheric Pressure CI, APCI)

To uypoO Ociyua JIEpXETAl PECA aAnO €va
Oeppaivopevo TpIXO€I6I’] owAnva (450°C)
Kal EE,anleTcu napayovmc; asplwén
|.|op|c1 MAnoiov Tng €€000U TOU ow)\nva
unapxel Pia akida o€ uywnAn TAon nou
lovTilel Tov agpio diaAutn n 10 N, (N,1),
TO OMOI0 PE TN O€IpA TOU 10VTI(El TA POpIa
TOU avaAuTn oTnv agpia ¢paon (METapopa
(POPTIOU)



IovTIONOC O€ aToo@aipikn rnieon - API -

Vacuum System

Liguid-Gas Interface

21



IovTiopOC PE nAekTpowekaouo - ESI -

’ .

Solvent Desolvated
Solvated droplet ion
ions

Solvated
ions




IoVvTIONOC YE NAEKTpOWEKAOUO - ESI -

As droplet
evaporates, field
increases and ions

move to surface
Capillary
4 kV

\®
¥
=8
Raleigh Limit Droplet Instability- Y Q

Releases smaller droplets and "4

eventually ions @ ¥O @
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IovTIOOC PE nAekTpoweKaouo - ESI -

24



Pengi ™ (rmiz =130)

Highly surface-active ion @

kK [Fenahik[EtaN=T

Less surface-active ion @

> miz
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lon K
CS+ 1
+
Na 16
+
MNH4 3
. +
MorphineH 113
+
HeroinH 5
+
Buahl 2
+
EtaM 5
+
Frai g
+
Fenahl 14

Relative lon intensities for
some selected analytes.

[ E%J More information |
L¥ A

O,

Relative size of the hydration sphere
for some selected analytes.
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- ESI -

NMAEONEKTHMATA:

e Texvikn npoadiopiopou MB xwpic neplopiopouc otn pada

o KaAn TexVIKN 10VTIOHOU Yia nolkiAia popiwv (HETPIWS NOAIKWV Kal MOAIKWV)

e OI OXETIKA XAMNAEG OEPUOKPACIEC 1OVTIOPOU EMITPENOUV TN MEAETN Bepuika
aoTabwv popiwv

o KaAn euaioBnoia, eUKOAN NoooTIKomnoinon

e Juvdualetal pe LC kal Tpixoeidr NAeKTpoPOpnNoN

MEIONEKTHMATA:

e AnapaitnTa xaunAn pon KivnTnc ¢paonc

e Ta 16vTa Tou avaAuTn dnuIoupyouvTal oTNV Uypn pacn

e Anoofeon onuartoc oc dlaAUpaTa Pe GAATA KAl avTaywvioTikn KATPd
e IXNMATIONOC 10VTWV Npoodnknc (adduct ions)

EOAPMOIMH:
= Xpnoliponoleital hge opyava LC-MS yia Tov npocdiopiouo Hopiwv HEYAAou
gupouc palwv (ano PIKkpa noAika popla ewe Peyaia Biouopia)

27



Xnuikoc¢ IovTiopoC o€ aTHOOPAlpIKn MIECT
Atmospheric-pressure chemical ionization - APCI

R/

H,0 + e — H,0™* +2e-

H,O* + H,O — H;0* + *OH
Oetkdg: H;O0* + M — [M+H]* + H,O
Apvntog: *OH + M — [M-H] + H,O+

28



Mnyaviouoc¢ napaywync ioviwv orov APCI

Sample Col |na pin
Heated nebuliser Solvent molecules molecules

» OO OO © @ Charge
_ transfer
' o, % @ ©
o Y o .o ©0
® .. . p @
® o)
© (0]
@)
Aerosol Sample molecules Solvent Sample
forms solvated ionised ionised

29



- APCI -

NMAEONEKTHMATA:

e IXNUATIONOC popiakou 10vToc (mMAnpogopia yia To MB)

e EUkoAn otn Xpnon, He NoAU KaAn enavaAnyipoTnTa

e KaAn euaiobnoia (ouxva kaAuTtepn Tou ESI)

e Meyaho eUpoc oTn pon TNS KivTAG acnc (0,2 — 2 ml/min)
e Juvdualetal ye LC kal pe cuoTtnuaTa ESI

MEIONEKTHMATA:

e AKaTaAMnAn vyia evwoelic pe MB>2000. Aev oxnuatilel ogipeC noAAanAwv
QOpTIWV Kal Osv PMNopei va XpnoipgonoinBei yia npocdiopIoUouc HEYAAwWY
Blopopiwv

o OI OXETIKA UYNAEC BepPOKPATieC OEV EMITPENOUV TN WEAETN OeppikaG aoTabwv
Hopiwv (Bepuodiaonacn sunabwv Popinv)

e AuEnuevoc BOpuBOC 0 XaUNAEC TINEC M/zZ

e AnapaiTnTn N Xpnon NTATIKWV PUBMIOTIKWY OIGAUNATWV

E®OAPMOIH:
= Xpnoigonoigital ge opyava LC-MS yia Tov npoodIopIouO HETPIWG MOAIKWV
HOpIWV HIKPWV HOpIaKwV Halwv

30



-Atmospheric Pressure Photoionization

-APPI -

H evepyeia Tng UV
akTivoBoAiac > ano To
OUVAUIKO 10VTIGHOU
TWV 0pYAVIKWV
EVWOEWV Kal ETOI
napayovral
(weudo)uoplaka 1ovTa
(BeTIKG 1 ApvNTIKA)

Mabulising Gas

Mebuliser

LC Eluant Flow

| Yapouriser (Hastar) |

Transfer

Capillare

W Light Source
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>uykpion ESI — APCI

Moplakn pala

100,006
ESI kot
HESI
1o F
A
APP e -
Mn-MoAika | _———— ToAikd
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2uykpion ESI — APCI

APCI ESI
IoVTIONOC: >TnNV agpia ¢paon >70 OIGAUMa
Auvapiko: Eqpappoleral o Epapuoleral oTov

akiéa TPIXOEION OWANVa
©pauoparoroinon: Mo «okAnpr» «MaAaKOG» 10VTIONOC,
TEXVIKN, NEpioooTEPaA| AlyoTepa OpavopaTta

Opavopata

AvaAuTeC: MB<1000 MIkpa Kal HEYaAa
MéTpiac noAikoTnTag | HOPIa, KUPIwG NOAIka
IovTa: Movo@opTIOUEVA Movo@opTIOUEVA Kal
noAAaNA®WV QopTiwV

Pon KivnTng 0,2-2 mL/min 0,001 — 1 mL/min

PAaonc (kupiwc <0,4

mL/min)

33
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2Ueuén GC ue MS (GC-MS)

2 | autosampler
regulator traps
9 [ S
| »
1
pneumatics |
N chromatogram
gas
cylinder
8 9
ot —
L w0
6

Inert carrier gas  Gas Chromatograph (GC) Mass Spectrometer  Computer
Mobile phase Stationary phase (MS) Detector Data



2Uleuén GC ue MS (GC-MS)

>UCEUYMEVN TEXVIKN
XpnolyonolEiTal oTov:
1. MpoodIopIoUO NTNTIKWV EVWOEWV
2. YWNnAR eKAEKTIKOTNTA YIA TIC EVWOEIG MOU JNOPOUV VA IOVTIOTOUV.
3. XaunAa opia aviyveuonc o€ 0XETN ME TOUC UNOAOINOUC aVIXVEUTEC.

4. EukoAn dlaocuvdeonc yiaTi To EkAouopa ival Ndn oTnv agpia paon.

36



Aro o GC -MS oro
GC-MS/MS

Auvartotnrta Xpnong TrEPICCOTEPWV

TPOTTWV odpwong (SRM, neutral loss
KATT).

XaunAOTEPQ OpIa aviXveuong

Tautoxpovog TTPOoadIoPICHUOS AVaAUTWYV
TTou OtV dlaxwpilovral TTARPWC,
XPWHUATOYPOPIKA.

AkpIBSTEPOC ECOTTAIONOC

37
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Figure 1. Overlay of extracted ion chromatograms for 155 compounds in a single window

Confirmatory ion 0.005 (mg/kg) 0.025 (mg/kg)
Compound y LC:Q )
ai Q3 CE(V) (mg/kg) % % % %
Rec RSD Rec Rec
231 158 20 Z31 160 22 B,

o
2,3.5,6- Tatrachlorcaniine 10.6 0.5895 0.005 86.0 6.2 a0.5 4.7 86.6 2.3
3,4-Dichloroaniine 81 160.9 126 10 160.9 it 20 0.8885 0.005 103.8 T 104.4 1.8 103.0 1.4
4,4°-Methoxychlor clafin 19.26 238.1 2231 10 308 2382 12 0.9293 0.005 98.7 20 101.2 1.7 9B.6 1.7
Alachbar 1327 188.1 130 32 188.1 160.1 a8 0.ga88 0.005 20.0 7.8 104.9 26 103.5 21
Addrin 14.41 33n 298.0 10 262.7 1929 28 0.9895 0.005 850 8.5 102.9 4.7 1021 23
Allidachilor 74 132 56.1 8 132 49 24 0.005 ard 6.0 101.0 4.2 102.0 22
Anthraquinane 14.49 208 181.7 22 208 180 10 0.005 87.9 3.1 101.0 2.7 96.7 13
Atrazing 11867 200 1221 ! 215.1 173 a8 0.005 237 11.0 101.0 4.4 295 4.4
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Aoknon: AvaAuon ouciwv pe GC/MS

A Meperidine

Hydrocodone
Methadone
Codeine
Oxycodone
4.0 4.5 5.0 55 GVO 6.‘5 /‘D 7.5 8.0 8.5 9.0 9.5 '
B Meperidine
Methadone
Hydrocodone
Codeine
Oxycodone
L U o
-—r i s S LSS e e e e e
40 45 5.0 55 6.0 6.5 7.0 7.5 8.0 85 9.0 9.5 min

Figure 3. TICs of opiates mixture at A) 250 ug/mL, which is split 20:1 for on-column concentration of
12.5 pg/mL and at B) 10 pg/mL, split for on-column concentration of 0.5 pg/mL.

https://www.agilent.com/cs/library/applications/application-
drugs-of-abuse-gc-mass-spectrometry-5994-1012en-agilent.pdf

E1: MNari pEIWVETAI N EPPAVION
oupdg (tailing) o& xapnAég
OUYKEVTPWOEIG;

A. O1 UPNAEC OCUYKEVTPWOEIG
UTTEPQPOPTWVOUV TNV €i0000 Kal T OTHAN.

B. O1 evepyéc B€oeig epavidovtal udvo o€
XAMNAN OUYKEVTPWOT.

I. H egarpion givai Aiyétepo TAnpng otav
EI0EPXETAI UTTEPPROAIKA TTOOOTNTA AVOAUTH
TauTOX pOVa.

A. H euaioBnoia Tou gacpatouéTpou Palag
MEIWVETAI O€ XAUNAN CUYKEVTPWON. 39



Aoknon: AvaAuon ouciwv pe GC/MS

https://www.agilent.com/cs/library/applications/application-drugs-of-abuse-gc-mass-spectrometry-5994-
1012en-agilent.pdf

B — Run1 (before matrix) Heroin E2: Narti yeiwveral To cRpA
—— Run 115 (after 100 matrix injections) I ” e ,
MeTa atrd 100 evéoeig;

— Mew liner installed

A. Bpwuikn gATPa TTOU oXNMaTiEl
EVEPYA ONuEia 0TO UNIKO
ETTEVOUONC

Flunitrazepam
§

Oxycodone
. Temazepam

B. BAGBNn otn puBuion tou
opyavou

[. A\dBoc¢ aépio popéag

A. YTTep@opTWwaOn T£TpG'IT('J)\OZ 5



Aoknon: AvaAuon ouciwv pe GC/MS

https://www.agilent.com/cs/library/applications/application-drugs-of-abuse-gc-mass-spectrometry-5994-
1012en-agilent.pdf

Table 6. Test of inertness stability with average RF g Trivakog 6 Seixvel To %RSD yia 15
and %RSD values from 15 injections of a 5 pg/mL
checkout mixture throughout a sequence with

100 acetaminophen extract injections.

Mo. Compound Average RF | % RSD
1 Amphetaming 0.284 12.45
18 THC 0.085 11.55
19 Oxycodone 0.049 20.25
20 Temazepam 0.069 40.06
21 Flunitrazepam 0.032 12.96
22 Herain 0.079 10.31

OOKIMEG MEIYMATOG EAEYXOU KATA TN
OIGPKEIO TWV EVECEWV NATPAG.

E3. Mola évwon atroteAei Tov KAAUTEPO
«O€&iKTN TTpo&IdoTToinOo NG» OTI ATTAITEITAI
ouvTAPNON;

(Yodeikn: avalntnoTe To UYPNAOTEPO
%RSD Adyw atrwAeiag adpdvelag.)

5D x 100%

RSD = Mean 41



2UCeuén HPLC ue MS (LC-MS)

>UCEUYMEVN TEXVIKN

XpnolyonolEiTal oTov:

1.

MpoodIopIGUO KN NTNTIKWV EVWOEWV (anopuyn napaywyonoinong Kai
xpnong GC)

. Mpoadlopiopd BeppocuaiobnNTwy evwoewy nou Oev Pnopouv va

npoadiopioTouv e GC-MS

. Mpoadlopiopd TNG KaBapoTNTAC XPWHATOYPAPIKNG KOPUPNC Kal TNV

TauTonoinon douNc aAyvwoTwV eVvwoewV (MY METABOAITWV PAPUAKWY,
nenTidiwv, NPWTEIVWV K.d.) 49



>Uleuén HPLC pe MS

MpopAnuarta Zuleuénc

. AoupBaToTnTa MPETAEU TWV OXETIKA MEYAAWV OYKWV OIGAUTWV
™G HPLC ka1 Tou kevou nou anaiteital ano 1o MS

. AoupBatoTnTa PeE Ta PN NTNTIKA PuBMIOTIKA JlaAUpaTa Tng
KIivnTn¢ ¢paong TnG HPLC

. MpoBANUATIKOC 10VTIOUOC MN NTNTIKWV Kal BgppoguaiodnTwyv
EVWOEWV

43



>Uleuén HPLC pe MS

EtiAuon TpoAnuaTwy ouleueng

. Xpnon otnAwv UIKPNRCS JIQNETPOU Kal NAKOUC (ME TauTOXpOvVN MEIWON
TOU peyEBouC Twv OowaTIdiwy  TOU  TTANPWTIKOU UAIKOU) Kal
ENXIOTOTTOINON TOU VEKPOU OYKOU

. AlaxwpIionog poNng KIvNTAG @AoNG, WOTE £€va PJOVO MIKPO KAAQoua va
EI0AYETAI OTNV TTNYN IOVTWV

. Xpnon mmmnkwyv pubuioTikwy dlaAupatwy (HCOOH/HCOONH,) kai
puBuiotwyv pH m™¢ kivnTng ¢edong tng HPLC (HCOOH, CH;COOH,
TplalBuAauivn)

. Xprion véwv TeXVIKwV lovTiopou: ESI, APCI, MALDI

44
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Table 1. Gradient conditions used for the separation

Step Time (min) A (%) B (%)
4] 0.0 80 20
2 4.0 5 95
3 7.0 5 a5
4 [ 80 20
5 10.0 80 20

B N I 1 -

. —— ke —reeee e

Figure 1. LC separation and detection in MRM mode of three
tetracyclines and Chloramphenicol at 10 ng/mL

Table 2. MEM transitions and retention times (RT) used for the detection

of Chloramphenicol and tetracyclines

Compound Polarity RT (min) Q1 (amu) Q3 (amu)
Chloramphenicol 1 negative 1.32 31 152
Chloramphenicol 2 negative 1.32 321 257
Chiortetracycline 1 positive 1.30 479 444
Chlortetracycline 2 positive 1.30 479 462
Chlortetracycline 3 positive 1.30 479 154
Oxytetracycline 1 positive 0.57 461 426
Oxytetracycline 2 positive 0.57 461 144
Oxytetracycline 3 positive 0.57 461 201
Tetracycline 1 positive 0.76 445 410
Tetracycline 2 positive 0.76 445 427 4 5
Tetracycline 3 positive 0.76 445 154
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Figure 8. Side-by-side peak review of a standard injection (left) and
spiked meat extracts (middle and right) with automatic calculation of
MRM ratins the MRM ratin tolerances are disnlaved in the neak review



The Xevo G3 QTof, equipped with the StepWave™ XS ion guide,

QuaNTOF

efficiently transmits low m/z ions, labile species, increasing compound FLIGHT TUBE
coverage and analytical fidelity. l e
DUAL STAGE
REFLECTRON
[ 7
— of = %
ANALYTE LOCKMASS QUADRUPOLE pDRE LENS
SPRAY SPRAY
;/A ) - STEPWAVEiION GUIDE 2 ‘o < .
o 1 W E— SEENEEEEEEEE [l [ “,
ALV /W " = M EEENERIENEEE] W m[ -
; I |
poiiom m— | " p— - po— fre—

STEPIWAVE XS

Extended application coverage with the latest technology.

M S5 SoLUSIaN TRANSFER  HIGH FIELD ION DETECTION
G CeLL LENS PUSHER SYSTEM
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Improved Confidence From <1ppm Mass Errors

Replicate Observed m/z Error (ppm)
1 235.1811 0.4
50 235.1812 0.9
100 2351812 0.9
150 2351812 0.9

200 2351810 0.0
250 235.1811 0.4
300 235.1811 0.4
350 2351812 0.9
400 235.1810 0.0
450 235.1810 0.0
500 235.1811 0.4

To ¢dppako Awdokaivn mpooteBnke o€ TAAOpA  pE
katafuBon Tpwteivwv kat ta Sedopéva UPLC/MS
oUMEXONnkav pe puBuod 10 ddopata ava deutepodAerto. To
BewpnTkd M/z yLa TO TPWTOVIWHPEVO HOPLO PE OTOLXELOKNA
ouvBeon C;4H53N,O eivar 235,1810. To oddaAua palog
RMS vy 11 enavalopPavopeva Selypata  mou
ekteAéotnkav oe pla oepd 500 evéoewv eivar 0,6 ppm.

48
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Xevo G2-XS QTof, culeuypévo pe UPLC n APGC

Tof-MRM Mode
S:N (RMS) 1148:1

10x

MS Mode
S:N (RMS) 80:1

piron

W,

010 020 030 040 050 060 070 080 080 100 110 120 130 140 150 160  1.70

Time

UPLC/MS chromatograms showing 50fg injected on-column of the drug Buspirone, analyzed using Tof-MRM mode (top trace) and MS mode (bottom trace).
Tof-MRM mode gives greater than 10-fold improvement in signal to noise.

50
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