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[a3oBan xpomaTorpaF

1. OcCHOBHBbIe y3/1bl ra30BOro xpomarorpada.

2. Cuncrema nopaum rasos.

3. YcTpouctBa ansa BBoga Npobbil.

4. KonoHkmn.

5. JleTeKTopbl B ra30BOU XpomaTtorpadpun.

6. MMoaBuxHble ¢a3bl B rasoBon xpomartorpadpum.

7.  HenoaBwkHble ¢da3bl B rasoBon xpomartorpadpum.

8. KonoHouHble TepmocTtaTthl. [IporpammupoBaHue
TemnepaTtypbl KaKk cnocob ontummsaunm
XpomaTtorpapuuecKkoro pasgesieHus.

KauectBeHHbIN aHanu3 B M'X.

MeTtoabl KOANUECTBEHHOIO XpOM
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[a30Baa xpomaTtorpadpms

& B

A3OBAA XPOMATOI PAOUA-
NoABUXHOW da3on
ABNAETCA ras uam nap.

A 4

@ N

[A3O-ME3O®PA3HAA
[A30-AAC XPOMATOTPAGUIA KOCTHAA
(TA30-TBE HenoaBu>xHaa asa - BeLecTso TPADOINS
XPOMA B XKNAKOKPUCTaINYECKOM h3a - XKUAKOCT,
HeroABw COCTOAHMMU (Me30@da3a). Ha TBEPAbIN
TBEPAbIV /CTeHKI/I KOJIOHKM.
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T exenta rasonor

X€éMa rasoBoro

cuctemMa
yrnpaB/ieHus
XpoMaTorpadga ApMGOPOM 1
0bpaboTkn
- AaHHbIX
YyCTPOWCTBO
A 2aoma H perercrop
YCTPOWCTBO Mojauun

ra3da-HOCUTENA

TepmMocTaTt

“—

ras -
HOCUTENb

XpomMaTtorpamMmma
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YCTpONCTBO Nogaumn rasa-HocuTens

PeaykTop Cucrema KOHTpOAA
noJayu rasa-HocuTens

* Perynatop aaBneHus
(KanunnspHble KOSTOHKN)

eryndaTop noTokKa

L0 H K
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Beoa npo6bl B xpomaTtorpa
(KanunngapHble KONIOHKN)

« C penenmem notoka 1:5-500, BBog vepes npokniaaky 0,1-
10ul B cTEKNSIHHYHO BCTaBKY.

» be3 peneHnsa notoka, BBog Yepes npoknagky 0,1-10ul.
« HenocpeacrBeHHO B KOAOHKY (On-column).

» XONOAHLIV BBOZ, NPO6 HEMOCPEACTBEHHO B KOJIOHKY.




BeBoa npobbl B xpomaTtorpad
|

|
npoknagka
105 mn/mMuH | ﬁ C — 3 Mn/MuH
N Y~ - = = p41 —
dounsTp |
100 mn/MuH
PS4 -
CTeKIndaHHa4dA l{" U
BCTaBKa KilanaH B
NMONOXeHUn
l [1podornbHoe
N3MEPUTEIb
NMOTOKAa

BEHTUIMb TOHKOW HarpeBaTernb
peryrnmpoBKu

KOJTOHK

2 MNn/MuH




BeBoa npo6bbl B xpomartorpad
i

npoknaaka

105 Mn/MUH qll 3 MI/MUH
=) (M P4 = == = pd41 —
===

100 mn/MuUH
CTeKNsAHHas ‘ [
BCTaBKa \
KnanaH B
NONOXEHNN
l He npodorbHoe
nsmepuTenb
NOTOKA HarpesaTernb

BEHTWUS1b TOHKOW
peryrnmpoBKu

2 MIn/MWH
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BeBoa npo6bl B xpomartorpad

BBoa npo6bl HenocpeaCTBEHHO B
KOJIOHKY

JI71s1 mpe1oTBpaIleHUs] TEPMUYECKOTO
pa3I0XKEHUs MPOOBI €1IE B NUHKEKTOPE
MPUMEHSIOT CIOCOO BBO/A MTPOOKI
HETMOCPEJICTBEHHO B KOJIOHKY.

P T

[Ipo0a npu HU3KOM TemiepaType u 0e3
JICJICHUS TIOTOKA TIEPEHOCUTCS
HETIOCPEICTBEHHO B HAYAJIO KAIMJUISIPHOU
ras-HocuTens KOJIOHKH, KOTOpasi HAarpeBaeTCs U B
—H||L KOTOPOU ITPOUCXOUT UCTIAPEHUE KUIKOU




BeBoa npo6bl B XxpomaTtorpa

XonoaHbi BBOA Npob6bl
HenocpeaACTBEHHO B KOJIOHKY

Kunkyro mpoOy BBOIST B HHXXEKTOP C
NETUTENEM MOTOKA IPU TEMIIEPATYyPE

Harpes HMKE TOYKU KUIICHUS paCTBOPUTEILS,
0} Q@ BcnomorartensHuli ra3
0719 PErynMpoBaHus Temneparyps  PACTBOPHTEND HCTIAPAETCA U Hepe3
- YCTPOUCTBO IJIA ACJICHUSI IIOTOKA

BBIBOAUTCA U3 CUCTCMBEI.

raa'”ime’”b =N 3areM BBIXOJL JIEIUTENS EPEKPHIBACTCS, U
P N HCHapUTEIIb HATPEBAECTCS B PEXKUME C
?6—;; IPOrpaMMUPOBAHHEM TEMIIEPAT
pacTeOpUTENA KOMITOHEHTHI MCTIAPSIIO

[nomagaroT B KOJI



KoONOHKM B

HabuBHble CopbeHT (3epHa)
[lonnmepHoe nokpbiTHe
[naBAeHHbBIN CUAMKarenb

KanunnapHbie
HenoasuxxHasa ¢da3sa
cnoun 0.1-0.5 mkm

Polyimide coating
Fusedsiica BHyTpeHHWI gnameTp

0.1-0.5 mm

Stationary
phase




Tunbl HA6MBOK KOJTIOHK

Pa3spe3 HabMBHOW KONOHKW

«K/laccuyecKkue»
HacafouHble,
MUKPONOpPUCTbIEe

Henopucrbie

nepdgysuiHbie ?33?(%)(()OCTHO-



=" Tunbl KANUANAPHbIX KOJIOHOK

Tvn Xapakrtepuctukm KK
copbeHTa, MKM

WCOT 0,01-1 BHYyTpeHHAA NOBEPXHOCTb MOKPbITa MJEHKOM

»uakon dasbl (wall-coated open tubular,
WCQOT)

SCOT 1-5 C TOHKMM cnoem HoCcuTens, CMoYeHa
XXMAKOW HENOABWXKHOM da3on (support-
coated)

PLOT no 20 C TOHKMM CNOEM HaHeCeHHOro agcopbeHTa
(porous-layer)

CLOT 10-20 C TOHKMM CNoemM HaHeCeHHOro yrnepoaHoro
apacopbeHTa
(carbon PLOT)
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KanunnapHbie konoHku PLOT u WCOT

Co cnoem copbeHTa
Porous Layer Open Tubular
(PLOT)

C naeHKou Xuakon dasbl
Wall Coated Open Tubular
(WCOT)




KonoHkm B I'X

Xapaktepucrtuka HabuBHbIe KOJIOHKHN KanunnnapHsbie
KOJIOHKM

AnnHa, m 1-6 10-100
BHyTpeHHNW anametp, 2-4 0.1-0.3
MM

[vameTp BUTKa crnvpanu, 15 10-30
M

DpPekTuBHOCTL, UTT/M 500-1000 2000-4000
[Mpoba, Hr 10-1 000 000 10-75
OTHOCWUT. AaBAEHME Bbilwe Hwuxxe

CKOpOCTb pasaeneHus MepneHHee BbicTpee
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AdeTtekTopbl B I'X

[eTtekTOop No
TENJIONPOBOAHOCTU —
katapometp (4TI, TCD)

[leTeKTop 3/1eKTPOHHOTO
3axBaTa (423, ECD)

[11aMeHHO-NOHU3aLVNOHHbIW
aetektop (M4, FID)

[MThameHHO-poTOMETPUYECKNM
petektop (Mo, FPD)

FID

TCD
ECD
MECD
FPD

Dual FPD

PFPD

NPD

IR

Olfactory

AED

PID
ELCD
DID
SCD

NCD

HID

PDHID

OFID

Methani
zer FID

XSD

MS
Quad
MS Trap
MS XCT
MS TOF
MS 3Q
MS
QTOF
MS
QTRAP

MS
Linear
Trap

ICP MS
HRMS




JeTeKTop No Ten/210NpPoBOAHOCTI

Heated Wire

Flowy Out

Sensor Connections
to Wheatstone Bridge

Reference Connections
to Wheatstone Bridge

%_

-j__\_"*—-»
Heated Metal
Block
"
.«
'y
ier (as

Frim Column

Reference
Filament

L Sensor
Filament

Referegce Flow

ier (3as
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3HaueHUsa TenJ1I0NpPoBOAHOCTU

HeKoTopbiX rasos u napos npu 100 °C

TenI'IOI'IpOBOAHOCTb

Vi K

BewecTtBo TennonpoBogHocTb | Bewecrso

Bt

44 K

Bopopos 0.224 byTtaH
fennin 0.174 beH3on
A3oT 0.031 AuLeToH
AproH 0.022 JTaHoN
JTaH 0.031 Xnopodopm

0.023
0.017
0.017
0.022
0.011

Nd ana 4TM- Bogopoa n rennm
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JeTeKTop 3/1eKTPOHHOro 3axsarta
(Electron Capture Detector)

Insulstor
|

93Ni — NCTOUHMK B-M3nyUeHUs

- Radioactive [ emitter I/IOHVI3aLI|VIH [A3a-HOCUTENA —
| | 0bp. KaT1OHbI rasa 1 31eKTPOHbI ,
To Waste I- Column TOK (3f|eKTpOHHbIVI) NMOCTO4HEeH.

3axBaT 2/1IeKTPOHOB BeLLLeCTBOM
—06pa3yroTCa aHMOHbI BELLECTBA,
TOK Najaer.

+ Electrode —— —1— - Electrode

|
Insulator

Ana BewecTs, 061apar0WLNX CPOACTBOM K I/1I€KTPOHY
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NMnramMmeHHO-MOHN3aLMOHHbDbIN

AeTeKTop
\; | OpraHuyeckme coeAnHEHNA NOHU3NPYHOTCA
‘ l B NJ1aMeHN BOAOpOAa
| BOo3HMKaeT TOK MeXAy 3/1eKTpojamMu

SONUEEL

“ Bo3gyx

Boaopoa

[@3-HOCUTENb (BbIXOA N3 KOJOHKW)
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NMnameHHO-POTOMETPUUECKUN AETEKTOP

[1pn CKUraHnm BeLLLeCTB B
naamMmeHu, oboraleHHOM
BOAOPOAOM, HabatogaeTcs
AMMCCNA aTOMOB:

394 H™m gna cepsl ;
526 HM ana ¢ocopopa.

CenekTBHbIN AETEKTOP Ha
cepycogepxxatuue (M4 20 nr)

n pochopcosepxalime

(r"A 0.9 nr) BewecTtBa
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NMNoaBu>xHasa ¢asa. l@3-HOCUTENDb

CuctemMa KOHTpOASA
PeaykTop noZaun rasa-HoCUTENS




NMoaBv>KHbIE pa3bl —

OCUTEJIN.

Mpeumyuiectsa

A30T

Bopopog

fennn

AproH

Bbicokas BA3KOCTb, Masioe
pa3MbiBaHVE NMNKOB
be3onacHocCTb

Hun3kaa ctommocTtb

Cneumounyeckn BblCOKaf
Ten1onpoBoAHOCTbL -ATI1
Jlerko noayunTb
3/1EKTPOJIN30M

Cneunduyeckn BbicOKas
TensonpoBoAHOCTbL -ATI1
BesonacHoCTb

Hwn3kasa cToMMoCTb
AoctynHoctb. COBMECTUMOCTb
C MOHU3aLMOHHbIM
LeTeKTopoM

Hu3kaa Tenn1onpoBOAHOCTb
(bamn3ka K pasgensiembim
BellecTtBaM) — He NoOAXOANT
AEeTeKTop Mo TenJonpoBOAHOCTU

Hwn3kasa BA3KOCTb - pa3MbliBaHMeE
MMKOB
B3pbiBOONACHOCTL

Bbicokaa ctToMMoCTb

Hwn3kaa TennonpoBOAHOCTb
(ban3Ka K pa3gensieMbim
BellecTBaM) — He NOAXOAUNT
AETEeKTOp Mo TenJ0NPOBOAHOCTU




HenoaBwu)xHble

[Ap,opGeH'r:
>»HenoaBWwXHaA ¢a3a;

U

>»HOCUTEJIb XKMWAKOWU HenoaBWXHOW da3bl

o\

J

ApopbeHT — HenoaBuxHaa dasa (FAX)

« MuHepanbHble aacopbeHTbI

« MonekynsapHble cuTa
(anroMocuavkaTbl, yroJibHble
MONEKYNSAPHblE CUTa)

o Okcnma antoMmMHUA

« Cunukarenb

- N

OfiIMMepHbIe aAcopPOeHTbI

Cononumep ctuposna u

AVBUHUNOeH30na ~_

i
ﬁ B
-\\._/} % b N -\‘

« [padutmnpoBaHHada caxa

P

Structure of Silica Gel

o K

=CH=CHy~CH~CH;—CH=CHy—CH=—CH;—~CH—CH;—

s

\\

~CH = CHz™~ CH =CH;~CH=CHa~CH =CHy~CH ~CHy*

Q.

A

=CH ~CH;—CH~CHy—CHE~CH;—CH~CHy—CH ~CH;—

00, 00
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HenoaswuxHble ¢pasbl ana NX

AacopOeHT — HocUTesb XXUOKOU HenoaBUXKHON
dasbi (IMKX)

- [lnatoMnUTOBbIE HOCUTENM
- CTeknAHHbIE WapuKu

TpeboBaHua K copbeHTaMm:

. Cnnunkarenb

. TpaduTUpOBaHHas caxa * YMepEeHHas yaernbHasi MOBEPXHOCTb;
* WHEepPTHOCTb;

e XOpoLuas cMa4mMBaeMoCTb xnakom HO.

- [MonnmepHblie cCOpBEHTDI
(dnyoponak, TepsioH 1 4p.)
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Xnakune HenoaBuXXHbIe da3bl B NDKX
Xvakue HO:

- HenosAapHble (HacblWeHHble YrNeBoAoPOabl U 4p.);
- YMEPEHHO NOAAPHbIE (CNOXHbIe 3PUpbLI 1 4pP.);
- NONIAPHbIE (MOANTANKOAN U AP.).

3ono1oB HO.A. OcHOBbI aHannTU4Yeckon xmmum. ObLme BONPOCHI.
MeTtoabl pasgeneHus. KH. 1, c. 295 (Tabanua 8.1).

TpeboBaHua K xuakum HO:
¢ Xopouwo paCTBOpFII-OT KOMIMNOHEHTblI CMeCH,

* HeJieTy4vume,

* HebonblIas BA3KOCTb;

* NPOYHO CBA3bIBAKOTCA C HOCUTESIEM, o6pa3yﬂ paBHOME

* pasgenunternbHasnd CNOCOBHOCTb ANst KOMMNOHEH
CUMaJibHas.



BanaHue TemnepaTyp_

Ha yaAep>XnBaHne BelLeCTBa B KOJIOHKE

noAaBwv>XHaa (ra3oBas)
[ToTOK raza-Hocutens daza

HenoABM>XHaa @asa
S
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MporpammupoBaHue

Tee[lo  []o= IS TéM nepé'ryp bl
Isothermal
Cg | 150°C
e
S
8
=R Cis
Inject
L U L’\J L’\—J — J k 5% L < ,_/L
L 1 | | | | | | | 1 44— | |
0 5 10 15 20 25 30 45 50 55 SO 95
(@ Time (min)
CIO Cy Cra Cis Ci4
Programmed
temperature
l 50°-250°C at 8%/min
o C
g C9 18 CIG
2 Cyr
g
5 L .
% Inject Cq 18 Cyq
Q C: G J Cao c
el A 2
| | | [ | | | | | |
0 4 8 12 16 20 24 28 32 36
Time (min)

(b)
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NpeHTndmnkauma KOMNOHEHTOB U
KauecTBeHHbI aHamun3 B X

icnpaBaeHHOe BpemH
yAep>XXBaHUSA

OTHOCUTENBHOE yAepXKMBaHME

NHpaekcbl KoBaua

tr
_tq
tomH T t(?,st
gt —lgt.
| =100y 'R TR 100,
Ig 1:R(z+y) o Ig 1:R(z)

[lo 3aKOHOMEpPHOCTAM B

Igt; = A+Bz; Igt, =A+BT_,

OMOJIOTMYECKOM PA4Y




MonﬂpHaﬂ 3mnupw-|eCKas|
- Ha3zBaHue
Macca, r-moib" c|>opmyna

MeTaH

28
30
- 42
44

56

N .

92
128
166

31

C2H4
CoHe
C3Hg
C3H8

C4Hg

C6H6

C7H8

C10H8
C13H10

DTUNEH
JTaH
[MponuneH
[lponaH
1-byTeH
2-byTeH
N306yTUNEH
beH3on
Tonyon
HadtanmH
dnyopeH

166
200
290
300
387
418
388
656
760
1163
155

—
—



—

MeToAabl KOZINUECTBEHHOro

XpomaTtorpadpuuyecKkoro aHasmsa

MeTopa BHYyTpeHHeNn
S 100 HOPMUPOBKM

X,% =

Heobxoaumo pazneneHue u
UJCHTU(PHKAINS BCEX KOMIIOHEHTOB
CMECH.

C y4YETOM Pa3HOWN YyBCTBUTENbHOCTMU
AetekTopa:

i f -S, TpynoeMKoCTh OnpeaeIeHus
X,% = — -100 TIOITPABOYHBIX KOA(DDHUIIHEHTOB.
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MeToabl KONNUYUECTBEHHOIO
XpomaTtorpapuuyecKkoro aHasimsa

MeToa BHellHero
cTaHjapTa

paghuyeckoe peweHue AHanumu4eckoe peweHue

S A8

X,%=Kk-S,

Crtporas HACHTUYHOCTh YCIOBUI
XpomarorpapupoBaHus CTaHIAPTHBIX
CMECEH U aHATTU3UPYEMOM II




T

MeToabl KONNUYUECTBEHHOIO
XpomaTtorpapuuyecKkoro aHasimsa

MeToAa BHYyTpeHHero

BBOoaAT BeliecTrBo, KOTOPOro HET B CTaHAAapTa
AHAJIU3UPYEMON CMECH.

k = 1:x = Cy Sst
BelecTBo-cTaHaapT: f, C,-S,
* HHEPTHO;
¢* IIOJHOCTBKO OTACIIACTCA OT APYIux ‘
KOMIIOHEHTOB CMECH; Sy (0n1 npose)
* IapaMeTphl YAEPKUBAHHS OIU3KHE K X4 npo6e) Yo=Kk- S " Aot
TAKOBBLIM 1JI1 aHAJIUTOB, st

* KOHIICHTpaIus OJIM3Kas K
KOHIICHTpAIMA aHAJUTOB.

PYAHO MOJ00paTh BEIIECTBO —

CTaHJapT.
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CINACrnbO SA BHUMAHWE! -



