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Summary:

Thisstudy is adetailed theoretical study , of gas chromatography
associated with Mass spectra GC-MSand hig-performance liquid
chromatography , associated withMass spectra HPLC-MS, The major parts
and components of both GC-MS , HPLC-MS have been addressed .

Learn about the practical conditions and the principle of operation of each
method and itsdistinctive phases.Themain problems and difficulties
encountered by the chemist during the sample analysis are mentioned onGC-
MSand HPLC-MS.

The most important features and application areas of GC-MS and HPLC-
MS are finadly inferred . Because of the lack of equipment in theinstitution
we are studying , we have not done thework of informers.

Key words: GC- MS, HPLC-MS, Sample analysis, stationary phrase,
mobilephrase, chromatogram.
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gl lel o Jumill ddee 135 (S caganll Jala I (dalad) Sl 5k 0e) leles o i
Hle Jalall 055 dus cseptum type injector  Salsll g5 (e (A Lylad dexdinal) (sl
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Adle Ay Saauy S o) 053400 °C & s dage desy U (PTRE) @hall oslil
el gl e ALl Agall aial digsall (1

Lalad 5Y) 059 1-10 pl (e dilida pgany  Slig cdads Syringe alasinls Ll gis 2y

;S 8 LS Hamilton 3Syd L)l g daieaall clS5al) el (hag cdia L)

T =6 pa ke sl duadll , N1 Jidaill ggalse !



A Cilhaally 4 RaY Al Ll gilag S o S Juadl

—

oL
//

Syringeiis s das 1(20) J<al
:ofall 3,k 1.2.1.2 I

c D el 38T 5 ol aal) tlas il ol sl s

L@l all 1(21) J<al

LA clial) 341 2(22) <l

L) 4l ey Al (he adaie A oSa A JSa



IS Cilibaally &3 all A3lal) Ll gila g S ¢ A Juadl

Septa

-Rings

.Septa J) cila :(23) J<al)

€ U Al LY e s ilias it skl (e degicadl Septa J) o SAL el o
Cing dle s (gl) e Lgiig e sy ¢ ST (Dl Ll V) WlsSa (e (8 i3 g e Yy
1 UCEN Sl Aaastiaal Bl cilayng Jlaill g o3 Casny 558 S Loy

S

1 Injection 100 Injections 700 Injections

.Septa)) cals Jsb :(24) J<al

rodleadl g1s 2.2.1.2 .M

9 =7 pa i galall deadll , V1 ybail) ggolse !



A Cilhaally 4 RaY Al Ll gilag S o S Juadl

s A ebeSh dnal) s 25 200 °C ) GBAN (i w2 pdlall il Gl -
ol U8 axtiing casand) gas Jalad) Ll ae lgbiy ats 8y Sl diia e lgllay)

RGPV VWSO

8Ll sl caall £(25) Jsal

s digiaall dumll (e 0 eia e palanll S split/Splitlessisiaa s fisina Gia-
(e oia JAN 1%y ey alaa daulg AL e Jalad) Sladl ddabiallg 55l
o (Pley) lagite ayutl) alara IS 1)) Lo o Cladiey Glaag lia cagenll Tadal)

ALY axe pmg) Call dey Loy 328 53] e alaall

-Split/Splitlessisime e /tsine (s :(26) IS

LIntroduction & la Chromatographie, Université de Paris, PARIS 7 UFR de Chimie,
Chromatographie en Phase Gazeuse (CPG), page 20.
2_Pr, MECHABAR Rachid: |a chromatographie page 14.
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& Bl G 5 L) Al Sl Jaldl) JAx tPTV A s dapas olali -
asyes Bl Aoy oy PTV (ila sy «lSyall puaal oLtV ) aludi) s
S5 ) 5ix g daglealls ddalaw cpall diy

PTV Gaae sl dayas ol 1(27) <8

Pasanll 8 8ptle Jilally )L Jadal) e iy tagand) B dlall call -

Agand) A ELal) caall 1(28) J<al
Al dwad 3.2.1.2 I

) ZASH 2SI ) Sgand) Ja ) A ghnall Balall 3ae€ (p Apaail) (e A5l Apasi

Law 1:300 ) 1:20 o ale dsill oda hiiig (agaall ) o Al + d55a0 dasd (e Al
O oSadd) (e Balall e ST il b Wiy saee] aladind die 155 Joail Auaill 038 i 38
oS e (ggiad sl LA 43 saac alasind Alls 8 1:1000 oo JiF L) Jocl dsll 238 Ui

! _ lachromatographie page 15.
2 - lachromatographie page 15.
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dash e Cigh LS (W3S Aial) dands e Al oda g 13) culill Jansgll g lan AL

Flowrateincolumn

Splitratio=

Flowrateincolumn +Splitflowrate
o ) el e &3all las AL dgand) & dalall SR Gl de e 05S5 salall b 4dl Cusg
1l (K 43ld (ddjanl) dand

Flowrateincolumn

Splitratio=

Splitflowrate

cAijaill datd e D) Gl deju ald Slea alaaiuls blee Bjanll dows Glua (Saall (g

Hlagand) (b SR Ol Ay olad 20 Alslea aladilg

— W — K - .
column 4 c tM 273 + Tcolumn 3 in

(Min) asbaall sl ity (M) 2geadl Jskla:L (MM) 29eall lad idl

(o)) Jaiall) 1+ bar Ju delud) 56l glus) bar (absolute) Jb Sl Jsss baiea:Py,
ganll Bha Ay 1 Tegumn Jleall (a)lall Jamall $iha Asy0 Ty

:Vaporisation Chamber j.asill dag 4.2.1.2 .l

glass  lede Gl 5z ladll e degiae duala) dusal B GBA) Jals dual) i
2 g ) Gans B oala) Cigea o (gind g dddida jUaly JIKsk sale Sl cliner
I aal) dbje Al ) oliV) Gy G A3le Nse ) Aiginl) Slsall Jagas wiy 45y

A2 =11 Ga e galall duadl) m;f}” Jalail) ¢galia -
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Aual) e A3 e d5ay (b Gy Laa gihaay (Beaili 38 Allasall Slgall (e O 3 aise

Al B gem ey gl OSAN (sl e S5

ol die Heea 1(29) US4

éd&ﬂ\&@éw‘@\&wm&Hg@Aélina J zdav dallas 2 L sale
Jaseall Jane e Ail) olat) S any

oA Biha dajs Jaa 48Sg cdal) ddee 5.2.1.2 I

Oo Y sl a8 Aiell JalS e dlae T Camy clajos ) didee 0585 o Gan
Lai Bpile Yol Lgtin o5 ) cliniall Tas Jhadll dilae Jaains Al gad) dolae o ogaad)
(peaks) lay) ciliaie gLl ) 535 Las chalio atta 2y 63 Ll gial doadll Lilee yals

Bhall da 058 o el (e w0 s s s das sl Wl e (g0 S IS

13 - 12 pa de golall duaill, ) Jlatl galss !
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o ol o bl ey sl D 5 e aal IS8 chle ) Al GlisSe aues dagatl 8IS
Cun (Al L6l GLSpall Aaday Jasiyy Load ¢lld (K1¢350°C (e 13 Bha cilaa alasil

4 A6V Allaall alatinly cagenll Hlha dayy e laldiel CAla Bha aaa LWkh 2
Injector temperature (T;) = Column temperature (T.) + 50

Slead) an 5 Al Aslaall (el e el Bha da)n paaty LD BgaY) alans asii
O s ¥ Lty cagendl Hla dagn e el 0sS of dapd oS3 gl Bla dags Jaah aadiiall

Mol dgenll Bl daga (e i A Bls dayy (5SS
:(Oven) ¢al 3.1.2 .1

O inas 3saad) 4 aalgi (53 (ol Bha dad (B oSl Guh e dgenll Cpdad 4y
shall adixis ((350°C (e i sale ) duslhaall Bl cilayal senll (s e 1ol il 058
b et Alle Bla il aladial S of Jia V) cageall b il lanll g g8 e deadiuall
ostlal Jandls Bal) Aaps ad)y e 136 s o ) it o of LS el angll s

apd G oSaill oy ST 5 40°C/min ) deasr sl g 22 (41 ((Ramp rate)
are S5 S Al B oSl o (gl cpnll 13g aradia Cigula galin alasinls 5l
(s «Temperature programing GC (TPGC)  Juadll Zolee ey Ji alizall JIA) s Cua
13 el Jgmasly Ol zpmmsdll (sl Bliadl A3 JIay) TSal) (po aif Liad S pan)
Olie da)d (i pdins 3geal) Jaad dayd (pe JB Al ells (€5 Gy e Joad 3500 iS5 yaa
Al o o el Bha dapa Jay) (Laddl Gyl o) @il 13 laxie Sleal) & elld (s

Alsy dgeall e Jailan @iy cdaal) @l Jaing ¥ agenll o D)<Y daluay ailSy cllly lgal)

2,
< b

LAl Bl dagidaa 1.3.1.2 .01

14 - 13 Ga de golall daidll , ) Jlatl galss !
14 o sie galall duadl) , N sl g5l =
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L gl asaai gl ¢ (IsOthermal GC)  Jaadll dslaad da DU 0pall Byha dayn ladl )
5oy B b dual) cilisa daad ) 5358 o pagiall Juadll dilee jasa i < (TPGC)
Al of s dipad) GlisKa Aagls e adins L) phall daps sl Gl o) 3eli€ Lol
A gt 068 O Gald e (OAl) aseadl Bl dapn st i Ol (ol Yy Hlml waagy)
dayd die A0GY) Juadll dilee ehaY sale dayal) ol alasin 2 cdiell dibdd) bl olle

Mol ey Jilsg 5elal) 5oy il 8 kil laass s <[ sothermal 436 5y

Apall (30 Lol o 05 ¢ 3saill (IS 1Y Aialig S LED Jodll Dilee e Blall dajn figiy
L Jadll didee 8 Gund] aal 23 ) Sgeall Bl days dialig dalide il cilajs il

:*LaaOven temperature of column

:Isothermal temper atur e ) 5)al)

calasl 5538 Jsha 3ganll Basly Ba days aladiul Jabaill (a0 4
:temperature programmer 4yall daaul

il sl days i) (sl 558 Jolo diide Ajha il platialy (sl (gay
2 e sall) (S5 a8y Jabal ol Liny s g e S Aty sl fagy (gl (U

s daide deyu Jarang Jalye

S Jul Pa e deadll didee o el Bl A il ddaadle S

15 = 14 pa sie galall daill, ) Jibatl oalae =
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——————— time

time
20 /min
e 140 C° 30 C° Y 140 C°
Isothermal 4353, s programmer 5 yaia b s

Al Bhag Bpatia B aladiuly Jeadl 1(31) J<ad)
ﬁb”m

Bl days Jasd 8 Cgl) e LA ALY 4l Cus L) (o) Jead Ayl L iy @
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b oaall) ) (535 1305 Aol Bhal daal Jseagll diis IS s Gl 2)5 Ga 1Y @
Sl e 2 Bl i

:Chromatographic column sl 4.1.2 .11

J)) Joadll e 50l ale Cagn 3 cJuadll dilae ligSa (e (5Sa aal dgandl iiay
Ussta Juad cilblae o Jganl) (Kaall (e (uls (effciencyd)) Jadll 5:LS5 (resolution
Plgaal (e daaie Bli Joli (Kay cageall die Cuaall vieg Culiall dganl) aladin) (g0

Pdgand) hag Jok —

Lgerd) (S delia 5ol -

Jgailad g Gluall JS469 aang i) Cilpns -
cdaailad g acgily culil) Javgll —

Lgand) Bl daya -

oy gandl Jgb 1.4.1.2 .11

(g Aax il (993) dagibe dugsl o) (Packed)  Lae 435S Lo ageal) Jola aaing
(Uel 3 ) aladl spde olaty ¥ Cums L yuad Llsh (05K shaall 500V (((Open tubular)
JAN Jelsd) 5l Jaica 5aL) die g cdalad) Sl 335 et eaiad) il o Aol @l

OSar ¥ by chicat el O Gl 385 Aoy 8aL3 8yg palls an V13 Gl geall

Sl 38 Aoy o) 6l cJalall arall 50U sk e dalall Sl (Gl o) (385 Ao oSal
I Lsthall eyl ladiuls mavy (Ll 3) pasiodl) ad¥) Johally casaal) Jsh o aaia
D3 G Al Sl aas o Lial Cgm dgaad) 8 dalall L) (3835 deju o oeans GC
Jalall Ll laia 83l xie Sl bt ) (605 Lae clinall aaa Ji Ladie oSl Laaal)

2183 dsa 06K Laall 35aall Jola 81l

hittp://Awww.researchgate.net: (el Ll sileg SU) Leiliakis Lale silag KU, 35ann diaas dea] =
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Stationary phase

Diatomaceous earth

Slaall 5002y (32) <

ol iyl dagide doyed Augal US5 e (3sS0y (L) j2) Guylall (e zgidall dgandl Ll
AoseBU AN jlaad) e 228 dada A1 e el dawsll 0555 15 = 100 M e 4k
el

o

Ming 1/8  sp lLalasaud U1 5T ol Y (14 N 1/16  om ol Lxall dganll s L
Loty edbilat (e leasins 1/8 5 1/16 Uil o Gus caseall alasin) cilisdss e il
) ¢ 8ypam Agaaial) 52lal) G iy e o Jpeanll Jinay) dujans (mheY axdi 1/4
O b (Al Gl i NMRemass spectrometry J) die lle il culas ehal (i
5530um s~ A 100 pm s (capillary column) (il Lead) s agand) jhai =l
Bale adiat Lgbiab (Kay A Balal) d0aS o JSAL paall ey adoll Dl 53 3geall 138 Ao (5l

(A5alh Y cagandl Hhad e

Stationary Phase

el saeeY) 1(33) J<al



A Cilhaally 4 RaY Al Ll gilag S o S Juadl

tlgatl (e cCpylall Aagide 4yl 5aac U &\)ﬁ Bic dagi g

Argial 2 s claladiulg legad SV agaall s 5 :(Fused silica open tubular) FSOT
Oslll adde my Las ((pOlymideE) sadsdl (e dids puasy dase s Jng (S10p) Al bl (1
WCOT (wall coated open clhias adde Gl of (Sar Lo ey Hogliall yanall

ganll A3l lasdl Jaas Bilal) e 428, Ak e e cullll Jausll O3S Cuatubular)

Lsgll alae agti Al Gluall (e d2ida 2a g5 405 :(Porous layer open tubular) PLOT
lgbind Kadl) Balall 43S Mally edmandl Aalusal) sy Las cagenll Sl laadl e cculil

GSC J) 8 Ll pasienss 63l 533

ele Slual)l (1Y) clla PLOT  JI agee 4ias :(Support coated open tubular) SCOT
GLC J) b pasing 4l (gl (Jilall culill Jasssl) (g ks slare (5S5 3ganll anl)

B capillary column
liquid stationary phase
porous solid support
porous solid support coated w/liquid stationary phase

el 5 glsil 1(34) <
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Cpillary sl e 53.cY15 (Packed column) sleall saacY1 G 45lke sy (1) Jsaal
Jteolumn

sladll s 32eY15 (Packed column)  shaad) saee¥) o &)all Jsas 1(1 ) a8y Jsaal

.(Capillary column)
taganl) delia 520 2.4.1.2 .11

astiall lall ose (Packed column)  Lad) agenll deliva sale 05 Gla¥) Qilef b
il e drgian AlSa) ) i daalall il o V) ((Stainless steel 314L) ciblasll
Gl e @land) L8 jisid) o Stainless steel (e desiadll GC Ul saacl o ani llee (S
aal ol culil) Jassgll ae Jelim YT Gang 2ganll Lgie gsiaall Balall o S (o i agal) (e sl
idany anss ) ol cdadll ililae b daadiadl Al lall die AL dinal) o

JilaS ALIA sale (e legiian dganll 95K o g 6l dlgadan e Galaad)

Cus ¢ (fused silica)  gaiall Kbl oo Lgielia sale Glb ¢(Aedll) sladll e 52ecY) L
Of Y1 saase JUadl 5 Jlghaly Algus Ai€an 5aldll 038 (e de gimall Dyl (ol s Adee
dJ) adsr 0o Bl o8 cdsie Ay Lgishai iy 13gly ¢ sl dlgus dupetll ) el

.polimyde)

'- Marie-Paule Bassez, Chromatographie en phase gaz: page 16.
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> Polyimide coating
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oy

)\.‘/ Fused silica

Ayl saec V) delia 52l 1(35) J<al
tgailad g aluadl (<4 aaag Al cluss 3.4.1.2 I

Ayl g I ans gade (e Lgale deans ) Gl alasial S ola¥) el
Wyl 06 Allg «(diatomaceous earth)  llasall dadall s GWIKH axs e A3l
Lot (ALl 480 5y laa daaluse Bale (585 cllyg (hydrated Si0p) Sidus (e Hlie a)lad)
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o WSy Gas Chroma S, Gas Chroma R, Gas Chroma Q, Chromosorb A,G,P,W

Jgaal)
1. . .
D lysusag Sl el (as (2)
n hl z
() o i s O Jaka
(m/g)
40 2.7 Chromosorb A
30 4.0 Chromosorh P
5 (.5 Chromosorb G
25 1.0 Chromosorh W

clsugag Il paled (ans 1(2) o8 Jsaa

mhandl L 05 ol lindail) 8 addive g cAydadl) 53050 Al el dgall 10l sl (3ymane duig
las Slla

aildl o2 4.4.1.2 I

thaly Cade 3 il Ll sl (pa Badae A pe calial) sy sfinall dganll s
(oalel ity e Lad ) g (g gl e gyl AL ) il e Caulia ol
Oe ddiall dlhall daasll Al (Sag cpliiia $3lha o Jguaall 55 puall die jainsall clijaill as
ctsalel pall ol 2 e il sl 8 Bgund) (S Bole BaacY) AL elpAll aad Cudal)

OSar @l Jag (o) 2 Camg ualiall JSAN ) dgeall gy ) g lilgall aus
s vie Bl ol asg ddesudl e Jle 5l sgell Bale Jaeaty @llyg dyimall 52eeY) i
shaall dganll CanSs g cgasan s lasal) Jie g il ¢ BN 5K 5aacY)
colels sandg ddle Byl il vie aDa Jalall Sl el @llyg Buas

heslag I latl b adadialy GESYL anladd) dal) Golull e il gilag S Jala puslit, gy daal -
2017 s daals, jiule Al , )

Gkl g Sl 2o dlake gae a2 sl " Aea i allsSe G Jalid Alliss, IS Gulast e g
127 Ga Sl e sileg S, I Aagdall 2yl 450 1 Slal) Jlaill 2aal
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Ohpels elldg L) pslall (e dad) Aaday lada Sy ¢ piin o ggind Y slaal) e saecl) L
Dbl @l laall e anall Jslaall iy b ciohls Aoy Javasy 3and) (DIa 4l Caiie Jslas

smolecular seive ciluag (AlO5 ) Lise sl 5 () 5 SN 233500d GSC - Ul 5ac] 4 N

2<'Pourous Polymers duslud) il yad sl
rac gl g culil) ugll 5.4.1.2 .11

plazin) Gl o ) algall el oyl Jasgl) a8 desiiall dgal) el re
Loy goi ity lgailiad i Allg «(Polysilloxane derivatives) jluSslus ol
tie OlaSsbin e glall e sale el LYl CSHally ddasiyal) Aadil) il sanall

cH. | R
\ R
S04 Si—0si—0
/ | |
CH: | R,
n m

-(Polysilloxane)gluSshiu  Joll 4Ll dasallz(36) J<al)
e ddadi de sana 6T R 0588 o S Gua
R:Phenyl, trifluropropyl, Cyanopropyl

Sl Ayl aleat

149 = 130 o, el Jalaill &5aal) 33,000 -+

19 (o sde golal) deadll , V) Qs g0l -2
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Name E"ﬁ"ﬁ:ﬁ“ﬂﬁ o tﬂi}:
SE-30 Dimethyl 350

Dexslian0 Carborane-dimathyt 450
ov-17 50% Phenyl matnyl 375
OV-210 50% Trifuoropropyl 270
OV-225 257% Cyanopropy 250

25% phanyl

Sliar-SCP 50}; EE;E;W 275
SP-2340 75% Cyanopropy! 215
OV-275 Dicyanoallyl 250

.Polisilloxane gl Joll &bl Llug¥) glsil 1(3) &) Jsan

225 ) Al LlugY) el e GlaSolin ol egin bl o Al 2l LlusY) ey
ol Lao by Sl e silag S platinls LSl Calival (e paall s b dasly il
Lalus¥) el sl sy (Al BlusY) e sl 038 jaiaas & uiludl (e Ohio Vally aS,s
IS Ol saall (5 LSy OV-class  db cips caapal cus A8l Y1 Capn) 23,
Oo aad) an o sall Ll dibie Gailiady ce bl uSi 53 Wl Uang ies OV-XXX
SX- i dibide Shiand lphed Ly OV-SP - J Lol 2381<a &3 Wbl iy ) il
Aoy g SX-XXX XXX

JKally PEGY o< i) yadgy (bl Ao 28l 2l Lalug¥) (e (5)A] de gana lling
reull) Jasssll 138 S5 gy )
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PEGUSO (pliy) adsd ddbasl Linall 1(37) JSal

Lol ) SlSpall Joad b anladinls ans cAle Lphad i) asgl) e il 138 Sudy Cam
aatind) Ciyaigall e e 0y Ay adiaty ccsaSlly Ligumall aleal) o 8yu€ dyad
VI Guntisal (a5 250°C e 2 s cilays Janii Y Al Bl g¥) @l o Jaadal) oy o1
-l s S PEG aladind ie 200°C (e agead) Bha dap0 1%

Lae (93] Ligiae e ganar cung el 3 Gans JIatials Lkl Janad oaal) (e 43 LS

) Ldhe sileg S b LY Lexinsly 200 Laluss¥) glsil 1(4) o3y Jsan

Phase stationnaire T . C Utilisations

Polydiméthyl siloxane 350 hydracarbures, aromatiques,
stéroides

5% Phényl-polydiméthy] siloxane 350 esters méthyliques d'acides gras,

alcaloides, composés halogénés
50% Phényl-polydimEthyl siloxane 250 stéroides, pesticides, glycols

70% Trifluoropropyl-polydiméthyl siloxane 350 aldéhydes, cétones ., composés
chlorés et nitrés

Polyéthylene glycol 250 acides, alcools, éthers,
huiles essentielles, glycols

50% Cyanopropyl-polydiméthyl] siloxane 240 acides gras polyinsaturés,
acides, alcools

Y
polarité

:Per cent laoding culil) Jawsll digiall dudl) 6.4.1.2 .11
Gy caganll elal Ao et ) (dulall dagae Abcall ilinall axs ) culil) Jasgl) e it
files Bas (e

oSally il Jans sl A gial) Aail) iy (5l ccnlil) Janugl) Slans (ably 52 LSH 2ags —

.@M
-l dagll A Gy LalS agandl aladinly Lgbiad (Kaall 8alall 40K 2o -

! . Chromatographie en phase gaz, page 24.
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Percent laoding=

Calasnn) SV 1= 15 7 dpall et
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Glilee & derdivadl Bl @il vie) Bl ge Hle GC Ul b i) Janll o Cus
Slly aSbll Y lladl sihall cilays vie Cajll Aimpe ()5S il Jangl) (la SlIAl ¢ Jucadl
AUCa) 228 o (& Sl Lyg i oIS Ay ol e ehal) das 83l Jai Osee Sl Jaiia
todhll saa) e Glld Sy ¢ ae JSE diadll pailiad jaan a5 Al
@il Kl sgaal AL lasd) mha o) dbiall bl Wik culdl Jassl) dayy —
& V) cAagane Capll AnlSa) dran Las clagin dpaald Jadlgy (sS85 e @llyg «(FSOT
dasdl) e el Bl da g pd) Alla B Cany 8 (63 A8lasSl Adall s Alls
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. (covalent bonding of sp) cutill Jaugll Jasy £(38) J<all
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Cross 4N oda euds Lbiall cilpall bsy ¢ plliie e aasll € edsy (e e

.(linking)

Crosshnks ¥,£/
L N
N .

Sohd support Covalent crosshnkong
particle

.(crosslinking) cubll sl i Jayy 1(39) J<al
tagandl 3la 420 8.4.1.2 I

@ilise e cilas Jagio el o 3ganll Bla das s o cJaadll liles
g ey daasliul ely (& pSally (daadll dolee dapls paand Aol ol b elldg cdial)
el ) slay) jaas o< (isothermal GC)  dalead) a3a oL &3 5)la dapa aladiuly el
) 535 lld Jad () ) caganll Cliialse (e 55l @l e el 5la e pladiul bty
Calil) Javsll of alas ¢ AV Culal) o (S casand) Ladla olgnil by cCulil) Javsll s
o 0% Al LLug¥) e SIS o G cduail) dilee £l ilu 5S¢ @ GC J)
caganll (pmidll Blall da )y Jadh Gl udaud Camg 131 calal) Blal) Cilayy vie dulia agad Al
i) (a3 dayal) oy o(SUle il Jassll (5% S A U) Liall s days Lad s
Agie B Hha da)s die agaall

:mass spectrometer Ablisl cildas Gilé<a 5.1.2 .11

Al duliall ) ALYl 4l 3 ccauilal) plgil Aefy il (e LIS 130 e
Gl i) ) Jes 38 SH e ddle dapn dabidd) @l Ao il e 5pmall Gaen asla

Lyl SN e Capnilly « yiaal duigdl ehal M salall i Gl e ash LSl 3a oY
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Sl J<aly alall diga waatl ujall QuSiilly Easall ey (e IS padin 43l (5 ¢lgia S

:(quadruple mass analyzer) il 13 glsil (o (re g5 g

quadrupole detector

\ path of
' resonamt
lon

inlet from
GC column filament

-(quadruple mass analyzer) A<l Gldas :(40) J<A

il e ¢Sl Lihe siles S Bigal oo Dlim) SV g8 ABSH Caldas (he pil) 138 Of Camg
ralee 01 5 405 Ce Jass jguai sllac)

clebind aay (AT ol Bala cagaal) (pe da Al Mgl Lglami dae e dle g el A32
b i T il 1 g Lol e Jaes 0 s A (o g lad] ) 5L gy

i edpay lure o ¢ ST Gl cann Lo e Gl dng ot A Gluse
ALK s s el A g et Aadle iy Al clindy Aisadia sl

la i<l quadruple mass analyzer  Jl oS AESH e s (e Bane plail @lliag (ALY Yo
Logiad Wl S el danjl e (gsSg A4S U8V L) Liadl alely «<GC ) aoe Lalaiiiad
oaxially Culill agall dad o eodlel Ul muage 58 LS cully 3351 3¢ (Npeasas Cnlilia
Ayra payrly (LIS ) Jsaslly LSl dlae Bla g salls 3aaly dije ABS) Lol s
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20 Y)lla photo multiplier tube  4sis a5 «ciliy Sy Cieliae dusnl cann s @ CiLESA)
sl @l paang Juadl Lays (PM T Lpsbon it adgecilip 5y ligisdll anainy
2107 =10 *torr ) deay Ll (midie Jaiia s Basase

AL e 1.5.1.2 LI

S0 clgmind ) LS G any i Al 0 e 3l sa 4B Cila
Gl Bl i of oSa AU a5 (M7 85)3) Gl Qisl) 2 MS (e suiall Cilasladl)
Gs) Jid a5 (Dase beak)  sacldl 5y LSH Cadall 3 (LSY) 85 SV Al e
Al LUasl Al cahisll A5jlae e alall cajm 3y (A1 IS iy e el a3y 53

2Ll Lall o gasia Dagie i€ (AY) adll a5 100 dall L) any 3 55 <Y Al

EC
o

CROC. o o =
30 ) [M-321
264

Relative intensity (%)
=2
=

10 M - 747

60 B0 00 120 140 180 B0 200 220 240 260 280 e

cgpae SHyal ALK Caka 1(41) J<al

30 = 29 Ua sde golall il , ) Jlatl oalss !
Jlasisly Gl Aggdall (350l il apants leg Y ELSLAA) Gadiis, slaal) o, iaall aaal , ligal) apai =2
and, S 2ael) /30 aladl) [Alud) aslall Bded daals dlas :IGC-MSLle Ll sileg <o dagiye ABSN Calidas
AT = 46 (a 2014 ,ijs , (38ed drals aslal) S, oLaS)

3 . Spectrometry Book home: latest MS full chapter. Doc, Spectrometry Work Book page 1.
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fas 23 ey olgd A3sSall daidall algall 1) dganll 8 Jonil dganl) b gl ie Liwll Gli cailes
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(ks lel ) ela sl (g0 dabaa) ssall e oyl (K

Intensity Total lon
T Chromatogram
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Chromatogram o

Mass Spectrum

 SHSH il o) silag S Jalaia :(42) <)
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:GC-MS s 4k 3 .11

f dlia ¢ g Sy cplil) CadlS 8 Jax Lgils GO agae (e dunjill ClSHall g3 die —
BaS LUatll o3a 0585 o (S colial ) eSS ) (g Laa g ST (e iy Lghosd
Al el (e Bia

ALK G diadll o Lagube ghad) AES and cdisnae A Ligadie ilisd o Lladl) -
M/Z il

) 3 3a DA Ge eha IS S5 Gl ol e LilpgS Glshize 4 (e degana —
Oabit M/Z Wad Gans 4l SigneS Aol e bl ) daay o «ails)
A 55 dadly @Al Dla

sy 139 M/Z Ui dphaas gy s AY) b laaly M/Z Gilise je idad ely o=

c s e Ll e iy clilaill e 8y50 UK (AgBI & )y Bac

HLEYIY  gadl B M/Z s X' sl Jian cgmnne IS Ll Loy i guaaSl) oy —
Maalang) o Al ehaY) e eda IS (55350)

Injection port

%

e

v Fused silica fon Mass
Car 4 . source analyzer Electron
arrie
;11 |,n| 4 region region multiplier
L < -t / »
r T . . 4 £ 7
\
[ i 1] |
| = Data
e [ _—
GC Column Al | _——— J system
T e .
Gas chromatograph oven | A\

\
Transter Focusing
line lenses

.GC-MS Slea s JSa 3(43) J<al
:GC ) Ll gilag S b Jual) dples 5oliS o Bi3al) Jalsadl 4 I
ol LI g Sl Lhe slas S 8 Al AR g i) e 5all (elsal) aaf (o
AN

o

! Gas Chromatography - Mass Spectrometry : http:// www.gmu.edu.
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.220°C M. il isothermal separation

:220°C aub pys dayo die alie silag S:(45) J<al)
53 0aSall lax deadl) dilee it Lai <l enal 2 5 1 GaShal) ( Jeadl) (o Jaadl G

4

(TPGC ) sl 45y Juaas temperature program — zelin el dbabuy (Sedll (e <la
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. 69-68 L=, (2004) yuan

S e sileg Sllg el Qi ) Jae, il jee zlameaged, gabaal) auall e (mge. -
140-139.2,(2002), 15, L s ,duiagll il

% _ Ankurchoudhory,princiuple of HPLC(liquid chromatography),21/05/2021,
http://www.pharmaceuti cd guidelines.com
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L. Francis Rouessac,AnnickRouessqc, Daniel cruche, Claire Duverger-Arfuso, ArnaudMartel
chimique, Analyse chimique(M éthodes et techniques instrumentales) , 8° édition , Paris,
dound (1998;2000;2009;2006) , pag71

’~ Francis Rouessac.et. ol ,Analyse chimique(Méthodes et techniques instrumentales) ,dunod-

paris,pag71l.
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T4 e ) Ladl),(2020)dalall

“. HPLC Principe et appareillage, Biotechnologie & Biologie et Physiopathol ogie humaine-
Académie de Rouen-Tousdroits réservés mercredi 20 janvier 2010, http://biotech.spip.ac-
rouen.fr/spip.php?article9,pag9.
>- Waters(the science of what's possible), Begimner's Guide to UPLC,30/04/2020, http:/
WwWWw.waters.com.
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L. AchilleCappiello, Advancesin LC-MS instrumentation, Elsevier ,First edition , Netherlands
, 2007, pag28-29.

2. Robert E. Ardrey , Liquid chromatography-M ass spectrometry: an introduction , John wily
& sons. Ltd, in England ,2003, pag33-141.
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Year(s) of Particle Size Most Popular Plates / 15cm
Acceptance rf Nominal Size (Approximate)
Irregularly
1950’s o 100pm 200
Glass
1967 Bead 50 pm (petlicular) 1,000
-
1972 & 10 ym 6,000
1985 L Sum 12,000
1992 ° 3-3.5 um 22,000
1998* o 1.5 pm*(non-porous) 30,000
1999 O 5.0 pm (pellicular) 8,000**
2000 . 2.5 uym 25,000
2003 . 1.8 um 32,500
2007/2008 o 2.7 pym (pellicular) 32,000
* non-porous silica or resins Se
** 300 A pore for protein MW 5,700 80-120 A pore

! - FrancisRouessac .et.ol. Analyse chimique ,dunod, paris, 8¢', pag76

2. Ronold. E Magjors, HPLC colum technology the first50 years, Lab compare , 28/09/2018,
http://www.L apcompare.com

*- CeluiaHenry Amaud, 50years of HPLC, C& EN , America chemica Society, 13/07/2016,
http://www.C& EN.com, 01/03/2021.
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L. FrancisRouessac.et.ol., Analyse chimique , dunod,Paris, 8¢, pag78.
2. SatinderAhuja,Michael W. Dong, Handbook of Pharmacetical analysis by HPLC, Elsevier
Academic, Unred King dom, first .e ,2005, pag95-98.
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gl Joad ) ol sl il sliad) a8V 500eY) of 2ag Aol il (e

2 eIl gy ) (Sl L el

1980s 4.6 x 250 mm, Sum

1990s 4.6 x 100 mm, 3.S pm

3 minutes

2000s 4.6 xSOmm, 1.8 pum

Luls LS ahegilag S e Jsaandl o5 Cas

1-methylxanthine ; 1,3-dimethyluric acid ; 3,7-dimethylxanthine ;
1,7- dimethylxanthine.

reldl ekl glesf 2.1.4 1
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¢ Lea

:(polar stationary phase) cské culi jsh i -2-1-4

L. satinderAhujea and Michal W. Dong, Handbook of Pharmacetical analysis by HPLC,
Elsevier Academic, Unred Kingdom ,first. e,2005,pag95-98.
? - Analytics-shop, Selection of a suitable HPLC colum,04/04/2021, http://www.anal ytics-

shop.com.
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Jadl) dilae ansi Allall 038 g Ak e gana dilialic LS bl Jaat o goil) 138
Jile dpasall augll 6< Eus (NPLC)  ((normal phase liquid chromatography)
LalusgV) dbial ey .+ Jlaaia) 5ol L Jlf Judaill 8 35 5l) o3a pladind eny . ke
(- OH¢ -NH¢-Phenyl)Jie  duball 2,8

:(non polar stationner phase) ‘,\hﬁ b cl jeh o-2-1-4

Aokl (e Jal Cangacdiandie Aign gy ALl A8l il 13a 8 ISl Al Jsws g

Iy lalasin) ST aCg inds.CaeCatCrg 2a3 @lld o dbiaY) (o (Al 52Ls) IS
AV sV Ajlae Jumdl Joad (glax

A pal) 490)SI Alalial) Jsla ) 5L @lldg sland) oda Lgade (3U1 JaandS5IC g S5 Cy
22 gyl Jabyadl ey G S0 Jsaalls. (bl mlass

Phasenname Formel Aufbau Anwendung |USP Maogliche
Nummer Materialien

Octylsilan (C8), -(CH2) e Mittelpolare L7 Waters
S H
non endcapped |7-CH3 ' Verbindungen Symmetry C8
; Si-OH
Octylsilan (C8), -(CH2) 0 Mittelpolare L7 Merck
i
endcapped 7-CH3 Verbindungen Chromolith
Si o "
SIT™si(CHy) Performance
RP-8
endcapped
Octadecylsilan -(CH2)17- S Apolare und L1 Altmann
(ODS, C18), CH : z mittelpolare Reprosil Pur
e TR 8
endcapped Verbindungen C18-AQ
Phenyl -(CH2) > Mittelpolare L11 Altmann
Si-OH
3-C6H5 Verbindungen, Reprosil 100
S o ungesattigte Phenyl
Verbindungen
Phenyl-Hexyl -(CH2) T Ungesattigte |L11 Waters XTerra
6-C6HS5 oIy Verbindungen, Phenyl
AL mittelpolare

Verbindungen

Pentafluorphenyl |-(CH2) . ‘,»,,,)“o Ungesattigte |L43 Altmann
(PFP) 3-C6F5 s W Verbindungen, Reprosil Fluosil
AP halogenierte PFP
Verbindungen,
polare

Verbindungen

AS50a, yhe ‘;'utd\ Jadll, L=‘,fz/\ d:d;ﬂ\‘_;&.aﬁg, ale Calalll 2 BN
2~ Anaytics-shop, selection of asuitable HPLC Colum , 04/04/2021, http://www.anal ytice-
shop.com.
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SolventPolagity Eluent

P Index

Cyclohexane 0.04 -0.2

n-Hexane 0.1 0.01

Toluene 2.4 0.29

Diethyl ether 2.8 0.38

Tetrahydrofuran4.0 0.57
Choroform 4.1 0.40

Ethanol 4.3 0.88

M ethanol 5.1 0.95

Acetonitrile 5.8 0.65

Ethylene glycol 6.9 111

Water 10.2 Large

i lshlS dlerindl Cluddl (az8Jsas

el aaugl) AuSig g5 2.2.4 MMl

Gl Jlasin] o iy Jeadll Lpuliall Dpaial) Jansgll A0S 555 £93 Ae apall (Ko
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adl i 13y . 10.2 e ST 5 501 cpe J8 el e doans 0lSc @ panall Jagl) dyukad)

(i) Telyaniall Tangll 13a aladiad oS Y
P'ag= @aP'a+0p P's

Bs A Cy%ﬁdc@i&\ﬂ)aﬂd\ku}l\w&sﬁtp'AB -
L AlA cudall dnad Jalew e juaa Py -

&) B el dpkad Jalas e o :P'g -

25723 (o, e S Jeadl), W) Julaill 8 dedie -
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2 Sl dad) Jalas ik,
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- Marvin c. McMaster , LC- MS(apractical user’ s guide) , john wiley& sons ,Inc.
publication , America, 2005 , pagl4.

76 G gl deaill ,2020, dalll Al dxals | Juaill 3y Sinlas-
TTom bl Jeail) 2020, dalall sLal dasls, Joaill (il Spilan —

- Marvin c. McMaster , LC-MS( apractical user’ s guide) , john wiley& sons , Inc.
publication , America, 2005, pag 15.
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