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[@30Ban xpomaTtorpadus

3TO pU3nYecKMn cnocob pasgeneHuna NeTyuymx CoeauHeHun,
OCHOBaHHbIM Ha pacnpeseneHun BeLLEeCTB MeXay ABYMS
$a3amun, o0aHA M3 KOTOPbIX ABIAETCA HENOABUMKHOM
(>kmakaa uau_TBepaan), a BTOpasa — noABUXKHA (ras-
HOCUTeNb). AHanm3smpyemyo npoby BBOAAT B MOABUMKHYIO
$a3y 1 OHa NnepemelLLaeTca BAOAb HENOABUMXKHOM




4 X
[ rasoagacopbuMoOHHasA ] [ Fa30}KUAKOCTHaA ]
Xpomartorpadus Xpomartorpadus
HenoasuxHas ¢asa — copbeHT HenopswxkHaa ¢asa - cnow
(cunukarenb, rpaduTMpoBaHHAA MMOKOCTW,  HaHEeCeHHbI  Ha
TepMuUecKas caxa, NOBEPXHOCTb TBEpPAOro
alOMOCUAIMKATbl  HaTpua U AT
KanbLys, NOSIMMEpPHble

NnopucTble COPbEeHTbI

MNoaBuKHaA ¢dasa — ras (a3oT, resnia, aproH nam

BOAOpPOA)



Cxema ra3oBoro xpomartorpada

Pressure regulator

N

Injection port

Carrier
gas
supply

Detector Gas chromatograph
controller and
data acquisition
Transfer line

* [@3-HocuTenb (a3oT, renuin) 3 6annoHa noctynaer
B 610K NOArOTOBKM ra3os (M3MepsAIoTCA AaBNEHME U
CKOPOCTb NOTOKa ra3a-HoCUTeNs), NPoOXoaAuT yepes
MCMNapuTeNnb, XpP. KONOHKY, AETEKTOop (HaxoasTcs B
TEepMOCTaTe) U perncrTpaTop

* B ucnaputenn ¢ TemnepaTtypoi, AOCTAaTOYHOM
ANA  MCnapeHua  cmecu, C  NOMOLbIO
MUKpOLINpULA BBOAMTCA npoba
aHaNU3npyemoro BeLLecTBa, KOTOpas
ucnapseTcas M NOTOKOM rasa YHOCUTCA B
XpomatorpapumyecKkyro KONIOHKY

Mocne pasgeneHus B KONIOHKE KOMMNOHEHTOB Ha
30Hbl, OHM NPOXOAAT JAeTeKTOp, B KOTOPOM
rEHEePUPYeTCa  INEKTPUYECKUM  CUTHan w
DErncTPMPVeTCA B BUAE XDOMATOrpaMmbl




YcTpomncTao BBoAa nNpobbl

Huakaa npoba — ¢ NOMOLLBIO LINPULIA B KOJIOHKY
NN UCNAPUTENBHYIO Kamepy

lasosas ¢asa — c nomollbio obopygoBaHua Ana
CTaTUYECKOro UAM AMHammyeckoro napodasHoro

aHaM3a

Cratnyeckumm napodasHbi® aHa/mM3 — B
TEPMOCTAaTUPYEMYIO _ Kamepy nomeLwator
repMeTUYHO 3aKPbITbIM  COCYA, COAEepPKaWMM
obpaseu, HarpesatoT Jilo} NOCTUXKEHUA

paBHOBecuA Mexay AByma ¢asamu, oTbupaeTtca
o6bem rasoBson ¢a3bl U BBOAUTCA B UCMAPUTEND
Xpomatorpada.

OvnHamunyecknin _napodasHbiv _aHanIu3 — vepes
obpasel, NPonycKalT MHEPTHbIXN ras3, nertyyune
KOMMOHEHTbl KOHLUEHTPUPYIOTCA Ha copbeHTe B
NIOBYLUKe, JIOBYWIKA HarpeBaeTca, JieTyyme
KOMMOHEHTbI NEPEHOCATCA C MOTOKOM MHEPTHOrO
rasa B Xpomatorpadu4ecKyto KOJIOHKY




KONTOHKU

MukpoHacago
YHble KO/IOHKU

HacapouHble

KanunnapHblie

KO/IOHKHA KOJIOHKU

Monnkanunnsa
PHble KO/IOHKHU

Matepuan MeTtann, ctekno, MeTann, cTekno, MnasneHbIn
dToponnact ¢dToponnact KBapL, Uau
(cnupanbHas (cnupanbHas MeTann
dopma) dopma)
BHYTpeHHUi 2-4 mm 0,5-1 mm 0,1-0,53 mm
aAnamertp
OnnHa 0,5-5m 0,5-2m 5-200 m
CKkopocTb 10-60 mn/muH 10-60 mn/muH 1-5 ma/muH
MOTOKA ra3a-
HOoCcUTenAa

MakeTbl
napannenbHo
paboTatowmx

Kanunnapos

40 MKM

Jolm

1-5 ma/muH



[leTeKTopb.l

Bbibop [JeTeKTopa onpeaensercd OCHOBHbIMM  XapaKTePUCTUKAMMU
(4yBCTBUTENIBHOCTD, npeaen NeTeKTUPOoBaHUA, JINHENHOCTb,
ObICTPOAENCTBME U CENEeKTUBHOCTb), KOTOPble COOTBETCTBYIOT LEAU
aHa/Nn3a M yCI0BUAM ero nposeaeHums.

Tunbl AEeTEeKTOPOB:

1. NnameHHO-UOHU3AUNOHHbIN AETEKTOP
2. [leTeKTOp No TennonpoBoAHOCTU

3. TepMOUNOHHbIN AETEKTOP

4. INeKTPOHHO-3aXBaTHbIN AETEKTOP

5. Macc-cnekTpoOMETPUYECKMIN AETEKTOP



Hopmbl npu paboTe Ha rasosom

XpomaTtorpage

-'muumuuuurm'nnunmm"

= 3KCn/lyaTaumMa  xpomaTorpada  OCYLECTBAAETCA B 3aKPbITbIX
NabopaTopHbIX MOMELEHUAX , B KOTOPbIX roployme rasbl WM
NerkoBOCM/IaMEHAOLWMECA MKUAKOCTU MOTyT bbiTb B KOIMYECTBaX,
HeJ0CTaTOYHbIX 419 CO34aHNA B3PbIBONOXAPOONacHOM cmecH

" MOMELLEHNA  [O/KHbl  6biTb  060pYyA0BaHbI  NPUTOYHO-BLITAXHOM
BEHTUNALMEN, CPeacTBaMU MNOXKAPOTYLIEHUA, WHAUBUAYANbHbIMU
CpeAcTBamM 3aLLUMUThI

" ANA pa3sMelleHuAa ogHoro Komnaekca rnybuHa paboyero crona
AOMKHa 6bITb He meHee 80 cm, WnprHa He meHee 180 cm

" Komnpeccop, BO u3berkaHwe BAUAHUA ero Bubpaumit Ha paboty
xpomaTorpada, peKkomeHayeTca pasmellaTb BHe paboyero ctona



PeXXumbl XpomaTorpapmpoBaHuA

) U30KpaTHUYeCKMiM pekMm — Ha MNPOTSKEeHUU BCero
XpomaTtorpaduyeckoro npouecca coctaB noaBuKHOW $pa3bl
7 napameTpbl XpomaTtorpadumpoBaHus oCTatoTCA
NOCTOAHHbIMMU

) MpagmneHTHbIN peXmm — cocTaB noAasu»KHoM dasbl U
napameTpbl XxpomaTtorpadpupoBaHMs MEHAKTCA B XoAae
aHaNKn3a



[TpmeHeHue B papmaKkonenHom
aHanuse

) onpepeneHne ocTaToOUYHbIX OPraHNUYECKUX pacTBoOpUTENEM

) KonnyecTBeHHOe onpeaeneHme
) nocTopoHHMe NnpumecH

d OAHOPOAHOCTb AO3NPOBaAHNA

) pacTBOpeHMe




OcTaTo4YHble opraHu4yeckue
pPacTBOpUTENU

O®C.1.1.0008.15




OcTaTo4YHble opraHMn4yeckue
PACTBOPUTENU

JleTyume pPacTBOPUTENN, KOTOPbIE WCMONb3YIOTCA UM
obpasytoTcs Ha nobon cTaamm NPOM3BOACTBA
dbapmaLeBTUYECKNX cybcTaHumM, BCMNOMOTraTe/IbHbIX
BELLLECTB, UWIN NEKAPCTBEHHOrO NpenapaTta M NOJIHOCTbIO He

YAANAKOTCA nocne 3dBeEPLEHNA TEXHOZTIOTMYECKOrIo
npouecca.




Knaccndpukaumn

Mpumepsbl

OnpepeneHue

1 knacc
BbICOKOTOKCHYHbIE

pacTBopUTENM (FEHOTOKCUYHbIE

KaHLLeporeHbl)

2 Knacc
HereHOTOKCUYHbIe
pacTBopuUTENN

3 Knacc
PacTBopuTeNN HU3KOM
TOKCUYHOCTU

MpUMEHAIOT B UCKAHOUYUTENbHbIX

cnyyanx

HopmupoBaHue obycnosneHo
MaKCMMaNbHO A,0MNYCTUMbIM
KOMYecTBOM

CopeprkaHue no 0,5 % He
TpebyeT noaTBEPKAEHUA

beHson, 1,1 — auxnopstaH, 1,2 —
anxnopataH, 1,1,1 —
TPUXNOP3TaH,
YeTbIPEXX/IOPUCTLIN YINIEPOL,

AUETOHUTPUA, FEeKCaH,
anmetunpopmammng, MeTaHon,
MEeTUNEHXN0PUA, MUPULMH,
Tonyon, xnopbeHson,
XNopodopMm, LMKAOTEKCaH,
3TUNEHTINKONb

AueToH, 6yTaHon, 6yTunaueTar,
renTaH, AMMeTUACYNbdOKCUA,
AN3TUNOoBbIN 3duUp,
nsobytmnauerar,
n3onponunaueTaT, MypaBbUHas
KMCNOTa, MeTunaueTat

Kaxaplt nonxeH bbiTb
MAEHTUDULMPOBAH U

onpegeneH konn4yecteBeHHoO

Kaxablit fonKeH 6biTb
NOAEHTUOMLNPOBAH U

onpeageneH Konn4ecTtBeHHO

Echn cymmapHoe coaeprkaHune
He npesbiwaeT 0,5 % - notepa B
Mmacce Npu BbICYLIMBAHWUN, €CNn
6onble 0,5 % - KaxKAablii AO/IKEH
6bITb NAEHTUOULMPOBAH U
onpegeneH KOAN4YeCTBEHHO




KonnyectBeHHbIN

XpomaTtorpapuyeckmn aHanms

OCHOBaH Ha AONYLLEHUWU, YTO NAOLLAAbL MUKA
XpOMaTorpamme,
AaHHOMY KOMMOHEHTY,

NPOMNOPLMOHAAbHA €ro KOMYecTBy

Cnocobbl U3MepeHUsa NAOLLAAM NUKA:

Max brtensity - 508,885

1. NpoBoAAT KacaTeNbHbIe K Tbiy U QPOHTY
NMUKa N COEAUHAIOT UX INHUEN,
napannenbHon Hynesou NTUHUMK

Mnowaab NONYYEHHOrO TPEYroNbHUKA
coctasnaeT 96% OT UICTUHHOMU U
NPONOPLUOHANbHA KONMYECTBY BeLLeCTBa B

2. ina pacyeTa NnAowWaam CUMMETPUYHbIX
MUKOB HAaXoAAT NPOMU3BeAeHME BbICOTbl MUKA i

Ha ero nonywupuny (84% naowaam nuka) :
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RTS.807 | 5807 0.00000 | Detector A-Chi | [ 8753480 | 504381 455840 | 3021485
RTE.564 8.584 0.00000 | Detector & -Ch1 | | 4462541 || 348567 3742 11850.656
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Cnocobbl pacyeTa KOHUEHTPauun

1. Metoa abconoTHOM Kannbposku (rpaayMpoBKu) o ;

"
140 ’
[OTOBUTCA CepuA 3TaIOHHbIX PAaCTBOPOB C HBBECTHOEQ 120 |
MaCCoW onpeaensiemoro KOMNOHEeHTa x 100
E a0 |
w - = -
Ka)kabli 3Ta/IOHHbIN PacTBOpP xpomaTorpad)npyeTcn% 60 |
N onpeaenaeTca naowanb N1Ka or
0t o7
CtpowuTca rpadumk S, — M KOMMNOHeHTa L a0 e o s 1000

Cone. (pg / mL)

Xpomartorpadumpyerca pactBop C HEU3BECTHOM
KOHLUEHTpauMeun, onpeaensetca naowaab nuka m no
rpaduKy  HaxogMTCA  mMacca  aHaU3UPYEeMoro
KOMMOHEHTA



Cnocobbl pacyeTa KOHUEHTPauun

2. MeTtoa BHYTPEeHHen Hopmanmsauum

Ha ogHOM 1 TOM e XxpomaTorpaMmme M3MepsoT NAoWaAn BCEX MUKOB
M HAXo4AaT UX CYMMy

OcHoBaH Hd npeanooxXeHnn, YTO Ha XpoOmaTtorpamme
3dperncTpmnpoBaHbl BCeE BewecCTBa, BXxogAawune B COCTaB
aHaﬂHBMDVEMOH CMecHu, U 41O Aona naowagn Kaxgoro nuka oT
CYMMbI FU'IOLLI,EI,EI,EI::I BCEX MMKOB COOTBETCTBYET COAEPHKAHUIKO BELECTBA

B MaCCOBbIX NMPOLUEHTAax. - S, +100

n

b3

=




Cnocobbl pacyeTa KOHUEHTPauun

3. MeToa BHYTPEHHEro craHaapra

[OTOBAT 3TANIOHHYK CMecb (BKAKOYAET Maccy Onpeaensemoro KOMMOHEHTa M
TOYHO M3BECTHYK Maccy CcTaHaapTa). Cmecb xpomaTtorpapumpyroT U CPaBHUBAKOT
NAoWaAan NMKOB ONpeaensemMoro BewecTsa U CTaHaapTa

T.K. nnowanb NMKa NnponopurMoHasbHa Mmacce BeLlecTBa:
Cst-Sx

Cx = .
x = fx Sst

CX — KOHUEHTpauMa aHaNM3Mpyemoro pacrsopa
fx — koapPprumMeHT NPONOPLUNMOHANBHOCTU
Cst — KOHUEHTpauua cTaHAAPTHOrO pacTBopa

Sst — naowaab N1Ka CTaHAapPTHOro pacTeopa



Cnocobbl pacyeTa KOHUEHTPauun

4. MeToa, BHELWHeEro craHaapra. KOHUEHTPAUMIO MCMNbITYEMOro BeLLecTsa
onpeaensatoT NyTem CpPaBHEHMA CUrHana (NMKa), MNONYYEHHOro Ha
XpomMmaTtorpammax WCNbITYyeMOro pacTBopa, CUrHana, MOJIYy4EHHOro Ha
XpoMaTorpammax pacTeBopa CTaHgapTHoro obpasuya.

c _Cst-Sx
X = Sst




3ana4a

XpomaTtorpapumpoBaHUo nNoABeprHyT obpasel, MATHOrO
Mmacna. Ha xpomatorpamme MMEOTCA cneayrowme nuku: 1-un
(He wmpeHTUOMUMpOBaH) nnowaabio 113 mm?, 2-i (He
MAeHTUPUUMPOBAH) - 225 Mm?, 3-i1 (MEHTOH) - 246 Mm?, 4-i
(MeHTMNaueTaT) - 384 mm?, 5- (meHTon) - 1130 mm2.
PaccuntanTe coaeprkaHue cBO6OAHOro MeHTONa B 0bpasLe.



PeweHue

S5

. 100
S LS 38,18, £.5;

w(menthol), % =

1130

113+ 225 + 246 + 384 + 1130 V0

w(menthol),% =

= 53,86%




3ana4a

Ona xpomatorpadpupoBaHma bbina B3saTa cmecb 0,1098 r kamdpopbl m
0,1188 r HadTannMHa - BHYTPEHHEro CcraHaapTta. [laowaam

NOAYYeHHbIX NMKoB: 5010 mm? - kKamdopa, 58740 mm? - HapTaNUH.

PaccunTtante cogepkaHne Kamoopbl B 0bpasue, ecnn KoapdpuumeHT
nponopunoHanbHOCTK paBeH 1,063.




PeweHue

(camphor),% = fx - - 2% 109
w(camphor),% = fx o

0.1188-5010
58740 -0.1098

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

100



