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XpomaTtorpapuyeckmue metoapl
aHaNM3a




[@30BaA xpomaTorpadus




[@30Ban xpomaTtorpadpus

370 PU3MYecKkni cnocob pasageneHusa neTyymx coeanHeHun,
OCHOBAaHHbIN Ha pacnpeaeneHun BeLlecTB MeXay ABYyMS
daszamn, OOHA W3 KOTOPbIX ABAAETCA HEenoABUXHOWU
(>kmaoKaa wnau TBepaas), a BTOpaA — noAaBUMKHa (ras-
HocuTenb). AHannsmpyemyto npoby BBOAAT B MOABUMKHYIO

¢da3y 1 oHa nepemeLlaeTca BAO/Ib HENOABUMKHOMN




Cxema ra3oBoro xpomartorpada

* [a3-HocuTenb (a3oT, rennin) ns bannoHa noctynaet
B 6/10K NOArOTOBKM ra3os (M3mepAtoTca AaBNeHue U
CKOPOCTb MOTOKAa rasa-HocuTens), NpoxoauT yepes
ncnapuTenb, Xp. KOMOHKY, AeTekTop (Haxoaatca B
TepMoOCTaTe) U perncTpaTop

Pressure regulator

N

Injection port

* B ncnaputenb ¢ TemnepaTypon, AOCTaTOYHOM
S AnR ucnapeHus  CMecH, € MOMOLbHO
gas MMUKpOLLNPMLA BBOAMUTCA npoba
il aHanusupyemoro BeLlecTBa, KoTopas
McnapsaeTcA M MOTOKOM rasa YHOCUTCA B
XpOMaTorpadpuyecKyto KONOHKY

Nocne pasgeneHna B KONOHKE KOMMNOHEHTOB Ha
30Hbl, OHM MPOXOAAT [AETeKTOP, B KOTOPOM
reHepupyeTca  37EeKTPUYECKUA  CUTHan U
perncTpupyeTcsa B BUAE XpOMaTorpaMmbl
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.......
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Computer Detector Gas chromatograph
controller and

data acquisition
Transfer line




[leTeKTOop

[leTeKTop - 3TO YCTPOMCTBO, KOTOpoe obecneymBaeT
KO/InYecTBEHHOE N3MepPeHne KOMNOHEHTOB CMECU NOo

mepe ux >3saAnnMposaHMNA B COYHETaHUN C Td30M-
HOCUTENIEM.




Tunbl AETEKTOPOB B ra3oBOW
XpomaTtorpadpum

Type of Detector Applicable Samples

Mass Spectrometer (MS) Tunable forany sample

Flame lonization (FID) Hydrocarbons

Thermal Conductivity (TCD) Universal

Electron-Capture (ECD) Halogenated hydrocarbons

Atomic Emission (AED) Element-selective
Chemiluminescence (CS) Oxidizingreagent

Photoionization (PID) Vapor and gaseous Compounds



BbicOKO3pPEKTMBHAA KUOKOCTHAA
Xxpomatorpadua (BIXKX)




BbicCOKO3pPEKTUBHAA XKMUAKOCTHAA XpomMaTorpadums
(B3XX)

Metoa KX HenpumeHum AnAa pasaeneHna u onpeaeneHma BelecTs C BbICOKOM
MOJIAPHOM MACCOW, MANONETYYMX BELLECTB, TEPMUYECKM HECTOUKUX. ITU
HeAO0CTAaTKM OTCYTCTBYHOT B B2XKX.

B3XX oCHOBaHa Ha Tex e npuHuunax, 4to u MNKX, HO B KayecTBe NoABUKHOM
dasbl  _NPUMEHAIT [MOTOK MUAKOCTU, HEe CMEeWMBAWMNCA C HUAKOU
HenoaABUMXHOM pa3on XxpomaTtorpaduyeckom KosoHkn. Obe dasbl — KUAKOCTU.
Pa3speneHne KOMMOHEHTOB OCHOBAHO HA pPas3/iMyum  uUx KO3 DOULMEHTOB
pacnpeaeneHnsa mexay noasuKHOW N HenoaBUKHOU da3amu.




Cxema XUAKOCTHOro Xxpomatorpada

HEPL O Swvysifern
Solvent -

HFLC Caolurmn

d R Injector

Pump Detector Waste oo

Hacoc cny»kuT ana nogauu Kuakou dbasbl U3 pesepByapa Noj NoBbllWEHHbIM gaBneHnem. XpomaTtorpaduyeckyro
KONOHKY 3aM0/IHAIOT YacTULAMM TBEPAOTro HOCUTENA C HAHECEHHOM Ha UX NOBEPXHOCTb TOHKOM NJIEHKOMN XUAKOM
HenoaBuXHoM ¢asbl. YcTpoicTBO AnA BBOAA NPOObl M KONOHKA HaxodaTcA B BO3AYLWHOM WAM BOAAHOM
TepmocTaTte. Cuctema BK/IOYAET JAETEeKTOp cneumasnbHoro Ttuna. lNpumeHaoT cnekTpodoTomMeTpuyeckue,
pedpakTromeTpuyeckmne, payopmumerpuyeckme aetektopbl. CUrHan oT AeTeKkTopa npeobpasyerca, yCUANBaeTCA U
PErncTpupyeTcs B BUAE XpomMmaTorpammbl (aHaNormMyHom xpomatorpamme MHKX).



KO/10HKa

M 3a UCKNOYEHUEM OTHOCUTENIbHO HOBbIX KanMmMANAPHbIX

i i i KOJIOHOK, BCe KONOHKKN ANa BIKX 3anonHeHb!
HeGONbLIMMMU LWAPUKAMKU CMObI (0ObIMHO AnaMeTPoOM
=T — e 2-5 MKM UM MeHbLLIE), KOTOPble coaeprKaT NoKpbITUE

“='_-Ei_;_——=m M3 HeMoABWKHOW pasbl.

-zl




[leTeKTopb.l

Detector

Application(s)

UV-Visible Absorbance

For compounds that
absorb in the UV or

visible range

Conductivity for IC

Mainly for inorganic ions

Fluorescence

For compounds capable
of fluorescence
(especially polyaromatic
hydrocarbons)

Evaporative Light
Scattering (ELS)

For a wide variety of
compounds that lack
UV/Vis chromophores
including triglycerides,
sugars and natural
products

Refractive Index (RI)

For alcohol, sugar,
saccharide, fatty acid,
and polymer analysis
with refractive indices
different from the solvent

Fourier Transfer Infrared

For compounds with
vibrational functional
groups

Mass Spectrometry

A universal detector

Electrochemical

For analyzing a wide
range of compounds




XapaKTepUCTUKU XpOMaTorpamol

ba3oBasa AMHUA — CMITHAAN OT NOABUMKHOWN Pa3bl

Kam,a,omy KOMIMOHEHTY CMeCKn

COOTBETCTBYET MUK Ha XpomaTtorpame MK — YacTb XpomaTorpammbl, pPerucTpupyrowaa OTKAUK
obpa3ua AeTeKTopa
OcHOBaHMe nNuUKa — npoao/ikeHue  6a3oBON  JIMHUMY,
& coeanHArowee Ha4aao N KOHE MNMnKa
E; B I'Inou.l.ap.b NMUKa — Mjaowadb Xpomatorpammsbl, 3aK/KO4YEeHHaA
E% mexagay Kpusou, onmncbiBarowen nNMK, 1 ero OCHoBaHUEM
& &
EE h BbicOTa nuKa -— pacCtoAHNEe OT MaAaKCMMyMa TMUKa A0 ero
EE C OCHOBaHUA, U3IMepeHHOE Napanne/ibHO OCU OTK/IMKA AETEKTOPA
0 /%— Bpema yaepXuBaHMA — Bpems, Heobxoaumoe AN
t t t _ . * ANIONPOBaAaHNA BeELWECTBA. COOTBETCTByeT BpemeHn noAasBneHuA
3 time {min)

MaKCUMYMa NMUKa Ha XpOMaTorpamme.



[TapameTpbl pa3geneHms BeLecTs B
XpoMaTorpapuyeckomn KONOHKeE

PaspaeneHue BewwecTB B XpoMaTorpapmyeckon KoJIOHKe
XapaKTtepusyetca ABymsa daKTopamu:

1. 9PpPEeKTUBHOCTbIO KOJTIOHKMU
2. CenekTMBHOCTbIO HEMOABUMXKHOW XMUAKou dasbl

3PPEKTUBHOCTb KOJIOHKU XapaKTepusyeTca CTeneHblo paclinpeHus
CTapTOBOM 30HbI BelwlecTBa MO Mepe MNPOXOXAEeHUs ero yepes
KOJIOHKY U onpeaensieTcs LWMPUHOM NMMKa XPOMaTOrpaMMmbl




9PDEKTUBHOCTb KOJIOHKU

Yem meHblle wnpuHa nmka (/) xpomatorpammsl, Tem 3dPEKTUBHEE KOJIOHKA




CenekTUBHOCTb HENOABUKHOM Pa3bl

CenekTUBHOCTb HENOABUKHOM dasbl XapaKTepusyeTcH B3aMMHbIM
PACNONIOXKEHMEM MUKOB. Yem panblue Apyr OT Apyra HaxoAATcs MUKW, Tem
ceneKkTUBHee HeNnoaBUXKHAA *KuaKkasa pasa

A

- >




[lapameTpbl pasaeneHus

HusKkasa adpdeKTUBHOCTb N BbICOKAA CENEKTUBHOCTb




[lapameTpbl pasaeneHua

Bbicokan 3¢ PeKTUBHOCTb U HMU3KaA CENIEKTUBHOCTb

A




[lapameTpbl pasaeneHus

Bbicokaa a¢pPEKTUBHOCTb M BbICOKAA CEIEKTUBHOCTb

A




TeopeTnyecKkme Tapenku

[NepemelleHmne BelLecTBa MO KOJIOHKE CBA3aHO C H6onblIMM

YMC/IOM PABHOBECHbLIX pacnpedeneHu BewecTBa MeXAay
NOABUXKHOM N HENOABUXHOWU da3amm.

OTaenbHble PaBHOBECUS KOMMNOHEHTA MeXKay NOoABUMKHOUN U
HenoABUMXHOW  da3amMM  Ha3bIBAOTCA  TEOPETUYECKOM
TapesiKou, a OTPE30K KOJIOHKMU, Ha KOTOpPOM
yYCTaHaB/IMBAETCA OTAENbHO B3ATOE PaBHOBeECUE,
Ha3bIBaeTCA BbICOTOM TEOPETUYECKOUN TapEeKU NN BbICOTOM,
9KBUBaANEHTHOW TeopeTudyeckom Tapenke (BITT)




TeopeTnyeckue Tapenkm

KonnyectBeHHOM Mepon 3PPEKTUBHOCTU XpomaTorpadpuyeckom KOJIOHKU
CNy»KaT BbicOTa H, 3KBMBasieHTHaA TeopeTndeckon Tapesnke (B3TT), n yucno
TeopeTudecKkux Tapenok n

n=>5,545(t/ W(,,s)2
t — Bpemsa ygepxmsaHuA

W, s — LUuMp1Ha NMKa Ha NO/IOBUHE BbICOTbI

Yem 60ablle YUCAO TeopeTUYecKUX Tapenok, tem 3s3¢deKkTuBHee paboTa
XpomaTtorpadmyeckom KONIOHKU




TeopeTnyeckue Tapenkm

OI'Ipe,EI,EIIVIB YNCNO TEOPETUHECKUX TAPENOK U 3HAA A/INHY KOJTOHKN L, MOXHO BbIYNCNUTb
BI3TT

H=L/n

L — AN1MHA KONOHKMU
N —4YNC/I0 TeopeTUYEeCKUX TapenokK

Yem meHblie BITT, Tem meHee pa3mbiTa N0JI0Ca KOMIMOHEHTA NpU ero Bbixoae u3
KOJIOHKMU

Yem 6onblie n U meHblle H, Tem nosnHee oTaesneHue Noaocbl AAHHOMO KOMMOHEHTa OT



3anava 1

CpaBHUTENbHbIN aHann3 BeLwecTB bbln npoBeaeH metoaom KX Ha
ABYX QAHAa/UTUYECKUX KO/NOHKaX. Ha nepBOM KOJIOHKe Bpems
vaepXunsaHua - 11,6 MmnH, WMpmMHa NMKa Ha nonosuHe BbicoTbl 0,45
MWH, Ha BTOPOWM KOJIOHKe - BpemA yaepxunsaHma 8,1 MUH, LUMPUHA
NMMKa Ha nNosoBuMHe BbicoTbl - 0,67 MMH. KaKasd W3 KOJIOHOK
adpdeKkTnBHee?




PeweHue

h=5,545 (t /W, ;)?

2

11.
n, = 5.54 5(0 45) — 3684.618

—5545(81)2—810439
M2 = 0.67) —°

[lepBaA KONOHKa 3dpPeKTUBHEE



3ana4a 2

OueHUTe Ka4vyecTBO XpomaTorpaduyeckmx KONOHOK no
BbICOTE, SKBUBA/IEHTHOW TEOPETUYECKMM TapenKkam. [na 1-u
KOJIOHKW: AIMHA KONOHKKU - 1210 mm, 4nCno TeopeTUvecKnx
Tapenok - 1355. [1na 2-n KONOHKU: ANNHA KONOHKKU - 2450
MM, YNCNO TeopeTnyeckux Tapenok - 1580.




PeweHue

H=L/n
H1l = 1210 _ 0.893
1355
2 = 2450 _ 1.551

1580

[lepBaA KONOHKa 3dpPeKTUBHEE



KayecTBeHHbIN XpomaTorpapmuyecknm aHanms

KayectBeHHOWM XapaKTepMCTMKOﬁ BelleCTBa ABNAETCA BpeEMA YAEPKNBAHNA AaHHOIO KOMMOHEHTAa

Bpema yaepXmBaHUA KOMMOHEHTA — 3TO BpemAa, npouweguwee ¢ MOMEHTa BBOAA |'|p06b| yale
MOMEHTa BbIXO04a MdKCMMYMa MNMNKa

Bpemsa yaep*unBaHUA 3aBUCUT OT NPUPOAbI XpomaTorpadupyemoro BeLLEecTBa U rasa-HocuTens,
CKOPOCTU MPOXOXKAEHUSA NOABUMKHON da3bl Yepe3 KOJMIOHKY, NpUpoabl U Maccbl HEMOABUMKHOWM
das3bl, TemnepaTypbl, AAUHbI KOJIOHKK

nna I/I,EI,EHTI/Id)I/IKaLI,I/II/I KOMMOHEHTAa CPaBHUBAIKOT BpeMA yaepXnBaHMA HEN3BECTHOINO KOMIMOHEHTA
U BpemAa yaepxxmnsaHMA 3Ta/1I0HA

Echn BennynHbl coBnagatoT, TO C 6onbLion ,£I,0ﬂ€l)’| BEPOATHOCTN MOXKHO TOBOPUTb 06
MOEHTUYHOCTN KOMIMOHEHTOB



KayecTBeHHbI XpomaTorpadpmyeckmum aHanms

Y1006bI NAeHTMOULNPOBATL
KOMMOHEHT, CPaBHWUBAETCA Bpems
[Chromatogram of the standard sample] [Chromatogram of the beverage] vAepXnBaHUA Hen3BeCTHOro
505 20 1 KOMMOHEHTA 7 Bpems
40 - Aspartame 5 __ fspartame yAEPKNUBAHMA  3Ta/IOHa. Ecnu
104 : 3Ha4YeHnA  coBnagatT, TO C
%Eug %‘”‘; 60NbWON BEPOATHOCTBIO MOXKHO
103 5 roBOpuUTL 06 NAEHTUYHOCTHU

o 1 KOMMOHEHTOB

rrrr[rrrrprrrrprrr Tt rrrr[prtrrrrrrprrr T
] ] 10 15 20 250 a0 ] ] 10 15 20 25 20
min min



KonnyectBeHHbIM XpomMmaTorpapuyeckmm aHanms

OcHOBaH Ha AonyWeHMKW, YTo naowasb MNUKa
Ha XpomaTorpamme, COOTBETCTBYOLLLAA
NaHHOMY KOMMOHEHTY, NPAMO
NPONOPLMOHANIbHA €ro KoAn4ecTsy

Cnocobbl U3MepeHna NNoLWAAMN MUKA:

1. MpoBoAAT KacaTesibHble K Tblly U GPOHTY
MUKa N COeAUHSIIOT UX IMHUEN,
napannenbHon HyneBoi TNHUK

[Mnowaab NOJY4EHHOrO TPEYro/IbHMKA
cocTtaBnaeT 96% oT UCTUHHON U
NPONOPLMOHA/IbHA KONMYECTBY BELLECTBA B
npobe

2. lna pacyeTa naowaam CUMMETPUYHbIX
NMUKOB HaxoAAT NPOn3BeAeHNEe BbICOTbI MNKA
Ha ero nonywupuny (84% nnowaam nuka)

mvV.

Max Intensity : 508,866

|Method Fiie|
LlurpamoH.lem

Time 9.127 Inten. 2,414,532 :‘
] [Sample Name]
2250 Paracetamol
] [Sample ID]
2000
] [&cquired by]
] Admin
1750
] [Date Acquired]
] 15.12.201813:3!
1500
4 [Sample Type]
] Unknown
1250+ _I [Description]
] Paracetamol
1000
~
] @ b
750 2 = -
] 8 & 3
: F g :
500 | & =
i i i3
4 (14
250
=
0 A
- i3 T %
A T T T T ] T | I I 1| T
0.0 25 5.0 75 10.0 125 15.0 175 20.0 225 250 min
™ | Compound T able View Y
=] — l SV
1D# Name Ret. Time Conc. Channel / Area Height Area% T.Plate#
i1 RT5.807 5.807 0.00000 | Detector A - Ch1 8753480 504981 46.5840 3021.465
2 RT8.584 8.584 0.00000 | Detector A - Ch1 4462641 348567 23.7492 11880.666
3 RT14.954 14.954 0.00000 | Detector A - Ch1 5574510 402263 29.6668 31765.056




Cnocobbl pacyeTa KOHUEHTpaumu

1. MeTtoa abcontoTHOU KanMbpoBKU (rpaaympoBKU)  « .

L ]
140 | L
[OTOBUTCA cepuna 3TaIOHHbIX PACTBOPOB C M3BeCTH0171_ﬁ 130 |
Maccou onpeaensiemoro KOMMNOHEHTA X 100
& ap | el
= 7
v (V) -
KaxablK 3Ta/IOHHbLIN PaCTBOP xpOMaTorpachpyeTcn% 60 |
U onpeaenAaeTca naowaab NUKa 0| -
20 'r""f-
CtpouTtca rpadumK SX — M KOMMNOHEHTa oo 200 400 so0 800 1000

Conc_ (ug f mL)

XpomaTtorpadupyerca pacTtBop C HEU3BecTHOM
KOHLUEeHTpaumein, onpegenaeTca naowanb nmka 1 no
roadmnKy  HaxoAMTCA  Macca  aHaAM3UPyemoro
KOMMOHEHTa



Cnocobbl pacyeTa KOHUEHTpaumu

2. MeToa, BHYTPEHHEU HOPpMaU3aLUum

Ha ogHOM 1 TON e XxpomaTorpamme namepatoT NAoLwaan Bcex NMKoB
M HAXOAAT UX CYMMY

OcHOBaH Ha  nNpPeAnosOXeHMM, YTO Ha  XpomaTorpamme
3aperncTpMpoBaHbl  BCe  BellecTBa, BxoAsfllMe B COCTaB
aHaIM3UPYeMOn CMecU, U 4YTO A0NA NIOWAAN KaXKOOoro MuKa OT
CYMMbI NJioWwagein Bcex NMKOB COOTBETCTBYET COAePHKaHUIO BeLecTBa

B MAaCCOBbIX MPOLUEHTAX. = . S, 100

i ’




Cnocobbl pacyeTa KOHUEHTpaumu

3. MeToa BHYTPEHHEro CTaHaapTa

[OTOBAT 3Ta/IOHHYIO CMecb (BK/IOYaeT maccy onpeaensiemMoro KOMMOHEHTa WU
TOYHO M3BECTHYIO Maccy cTaHgapTa). Cmecb XxpomatorpadpumpyoT U CpaBHMBALOT
naowWwaam NMKoB onpeaensieMoro BellecTsa U cTaHAapTa

T.K. naowaab NMKa NponopumnoHasibHa Mmacce BewecTBa:
Cst-Sx
Sst

Cx = fx
CX — KOHUEHTPaUWa aHa/IM3UPyemMoro pactsopa

fx — KoOadpPMUMEHT NPONOPLMOHANBHOCTHU
Cst — KOHUEHTpaumA CTaHAAPTHOro pacTBopa

Sst — nnowaab NMKa CTaHAAPTHOMO pPacTBopa



Cnocobbl pacyeTta KOHUEHTpauumn

4. MeTtoa BHelWIHero CTaHAapTa. KOHUEHTpauuko UCNbITyemMoro BeLllecTBa
onpeaenAloT MNyTem CPaBHEHMA CUrHana (NuKa), nNONYy4YeHHOro Ha
XpomaTorpammax MUCMbITyemMoro pacTtBopa, CUrHasAa, MNOJYYEHHOro Ha
XpoOMaTorpamMmax pacTtBopa CTaHAapTHOro obpasua.

. _Cst-Sx
* = Sst




3ana4a 3

XpomaTtorpadpmpoBaHMIO noaBeprHyT obpaseu, MATHOrO
Macna. Ha xpomaTtorpamme MmetoTca cnegytowme nnuku: 1-m
(He wpeHTUPUUMpoBaH) nowagbio 113 mm?, 2-n (He
MaeHTUGUUMPOBaH) - 225 mm?, 3-11 (MeHTOH) - 246 mm?, 4-i1
(mMeHTUMNaueTaT) - 384 mm?, 5-i1 (meHTON) - 1130 Mm2.
Paccuntamnte cogeprkaHne cBob6o0aHOro meHTONa B obpasLe.




PeweHue

Ss

- 100
S+ S5, +53+5,+ 5S¢

w(menthol), % =

1130

-100
113+ 225+ 246+ 384+ 1130

w(menthol),% =

= 53,86%



3ana4a 4

[Ona xpomatorpadpuposBaHma bbina B3ATa cmecb 0,1098 r Kamdopbl n
0,1188 r HadTannMHa - BHYTPEHHero cTaHaapTta. [laowaam
noay4YyeHHbIX NuMKos: 5010 mm? - Kamdopa, 58740 mm? - HadTaNUH.
Paccuntante coaepxaHue Kamdopbl B 0bpasue, ecam KoapPuumeHT
nponopunmoHanbHOCTU paseH 1,063.




PeweHue

(camphor), % = fx - ot 2% 10
w(camphor),% = fx Sor X

0.1188- 5010

- 100
58740 -0.1098

w(camphor),% = 1.063 -
= 9.81%



