


B yeM npuYmnHbI
LLIPOKOIO

NpUMeHeHna?
Co3aaHue HOBbIX BellecTB, TUMOB

NIEKApPCTB, Kpacutenenm u T.n.

PaclUMpeHne CNncka KOHTPOIUPYEMBbIX
CoeAINHEHNU

CHmxeHune NAK BpeaHbIX BeLlecTs
PasBuTHE HAYKN N TEXHUKU



OAJIIBCUDPUKALIUA

S-S
Gly-1le-Val-GluGlIn -Q/S-C}/s-ﬂSer-l le-Cys-Ser-Leu-Tyr-GIn-Leu-Glu-Asn-Tyr-Cys-Asn
z s-=s  WMHCYNMWH YenoBeka
Fhe-\/aI-AsnGIn-His-Leud/s-Gly-SerHis-Leu-VaIGIuAIa-Leu-Tyr-Leu-VaI-CysGIy-Glu-ArgGIy-Phthe-Tyr-Thr-Pro-Lys-Thr
S-S
Gly-1le-Val-GluGIn -C\/s-qé/s-mSer l Ie-Q/sSer-Leu-Tyr-GIn-LaJ-Glu-Asn-Tzr—-Cst-Asp Llesa MUANPOBaHHbI “
S | MHCYJIUH YernoBeKa
FreVal-AsnGlnH is-Leu-Ql/s-Gly-SerHis-Leu-VaI-GIuAIa-Leu-Tyr-Leu-VaI-CysGIy-Glu-Arg-Gly-Phe-Pre-Tyr-Thr-Pro-Lys-Thr
S-8
Gly-| Ie-VaI-GIuGIn-Q/s-Q/s-Ser-I le-Cys-Ser-Leu-Tyr-GIn-Leu-Glu-Asn-Tyr-Cys-Asn
i S—r
Fhe-\/aI-AsnGInHis~Lequ/s-Gly-SerHis-Leu-VaI-GIuAIa-Leu-Tyr-Leu-VaIC)llsGly-Glu-ArgGIy-Phe-Pr'e-Tyr-Thr-Pro-Lys-Ala
S-S
Gly-1le-Val-GluGIn -Q/s-ql/s-ESer-l Ie-QG.Ser-Leu-Tyr-Gln-LaJ-GluAsn-Tyr-CIs-Asn

WUHCYNUH CBUHbLM

S
S
Fhe-Val-AsnGInHis-Leud/s-Gly-SerHis-Leu-VaI-GIu-AIa-Leu-Tyr-Leu-VaICysGly-Glu-ArgGly-PhePre-Tyr-Thr-Pro-Lys-Ala

5 WHCYnuH Obika




Muxana Cemenosuu Llser




STanbl Ppa3BUTUA XpoMaTorpamn

1903 r.

1938 r.

1941 .

1952 r.

1956 .

1975 .

1990+

OTKpbITME XpoMaTorpadun (Lser M.C.)

TOHKOCIOMHAas WM nnaaHapHasa Xp-pus
(M3mannos H.A., LLpanbepr M.C.)

XunakoctHaga pacnpeaenutenbHasa Xp-pus
(Martin A.D.P., Synge R.L.M.)

[@30Bag pacnpeaenuTtesibHas Xp-pus
(Martin A.D.P., James A.)

KannnnsapHas razoBas xp-dbus (Golay M.)

MloHHasa xpomaTorpapus
(Small H., Stevens T.S., Bauman W.W.)

XpoMaTOMacCC-CNeKTPOMETpUS



IIpomecc pasaeaeHus
YunTbIBaET Npmpoay BELLECTBA,

as,

YCIOBWS! pacnpefienerns sy
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daza




IIpomecc pasaeaeHus




IIpomecc pasaeaeHus

2nKoe

<+—— (CopbeHT




OTKNUK AeTeKkTopa

Xpomarorpamma

a

[lapamMeTpsbl
e BpemeHHble

o/

e [leTeKTUpOBaHUS

N

4

Bpems



OTKINK aeTekTopa

MeprBOe Bpem (t,)

e Bpems BbIXx04a HeyaepP>XXNMBaeMoro
KOMMOHEHTA
e Bpems HaxoxaeHns! KOMNOHEHTOB
B NOABWXXHOW ha3e
e O6bIYHO CTapalOTCd MUHUMU3UPOBATb
e Ha xp-Me onpeaenserca MepTBOE BPEMS]
BCEWN cucTeMbl, @ HE KOSTIOHKM

Bpems



OTKMMK aeTekTopa

Bpems yaepxuBaHus (t.)
(retention time)

e Jlerko onpeaensieTcs U3 XxpoMaTorpammbl
e IHTYUTUBHO NOHSITHO

©3aBUCUT OT KOHCTPYKLIMN CUCTEMBI U
CKOpPOCTU MOTOKA 3/10EHTa

e He MOXeT 6bITb ageKBaTHOMU

XapaKTEPUCTUKON MPU CpaBHEHUN

XpOMaTorpaMm



OTKMMK aeTekTopa

cnpaBrieHHoe BpeMms yaepkuBaHus (t. )

=Lt

* OnpepensieT BpemMsl HaXOKAEHNS]
koMrnoHeHTa B HEMNOABWMXHOW tha3ze
e He 3aBUCUT OT KOHCTPYKLMWN CUCTEMBI




YaepxvBaeMbin 06beM (V. )

Obbem noasmxHOM dasbl, KOTOPbIA HYXXHO NPOMNYCTUTL YePe3 KOSOHKY C
onpeaeneHHon 06 beMHON CKOPOCTbIO F (Mn/MuH), 4TOObI 3NOMPOBaTL B-BO

— + X
Vo =1 *F
He 3aBUCUT OT CKOPOCTM 10TOKa MoABWXXHOM ¢hba3bl

= 5 MUH
= 10 MWH

1 xpomatorpamma: F = 1 mMn/MuH t, = T,
2 XpoMatorpamMma: F = 0.5 MA/MUH  t, = 4 MUH  t

VR = 5 Mn = const

MicnpaBneHHbIN yaep)XmBaeMbin 06beM (V')
o V’R — t,Rx * F



dakTop yaepxuBaHua K
(koagppuLmeHT emkocTm)

dakTop yaep>XmBaHUA
K = (t-t,) /t,

- OTHOLLIEHME UCTIPAB/IEHHOIO BPEMEHU YAEPXXUBAHUS
K MEPTBOMY BPEMEHMU

OTOT napamMeTp He 3aBUCUT OT  pa3MepPOB  KOJMOHKW,
N LIMPOKO UCMNOMNb3YyeTCA B Xpomartorpaduyeckon nutepartype wu
pacyeTax.



OTHOCHUTEABHOE YACPI>KUBAHUE
(MAU CEAEKTUBHOCTB) O

g

G ) L/\ CIBA . t,B / t’A

7 O(BA> 1
0 A

g

LAI

t'B

CenekTMBHOCTb — 3TO CrOCOBHOCTb XpoMaTorpadunyeckoun
CUCTEMbI pa3aendTb AaHHYIO napy Bewects A u B.



Pa3MbiBaHMeE 30Hbl KOMIMOHEHTAa

TeopeTnyeckas opMa nuka

PeanbHas popma nuka




Teopusa TeopeTnyecknux Tapesiok

BbiCOTa 2KBUBAJIEHTHaY
TeopeTmndeckon Tapenke (B3TT)

COOTBETCTBYET BbICOTE CNOA
copbeHTa, Npu NPoOXoXXAEHNN KOTOPOU
aKT copbumn—aecopbuun ycnesaet

COBEPWNTBCA B CpeEAHEM OAUNH Pa3.

N:L/HBBTT

OTpa)kaeT KayecTBO UCMOJS1Ib30BAHHOIO
copbeHTa 1 3anosIHEHUS KOSTOHKMW.




DM PEKTUBHOCTb KOSIOHKM U LLUIMPUHA MUKA




KnHetnyeckasa tTeopus pa3mbiBaHUSA

CKOpOCTb NepeMELLEHNS NO KOSTOHKE OTAENbHbIX MOMEKY/T
OT/IMYAETCA OT CPEAHEN CKOPOCTWN, XapaKTEPHOW AN AaHHOro
coeNHEHUS

— ‘ nn.m-m@.m/ﬂ\

e HeoaHOPOAHOCTb NOTOKa NOABUXHOMU (pa3bl.

e [MpoponbHasa anddy3unsa B HENOABUXHOU U
NoABMXKHOWN hazax

e KnHetnka macconepeaaym B HEMOABMXKHON U
NoABMXXHOWN ha3ax

e HepaBHOBECHOCTb NpPOLIECCa BHYTPW 3aCTONHbIX 30H



KnHetnyeckast Teopmst pa3mMbiBaHUS]

D MMEKTUBHOCTb 3aBUCUT OT:

e [lInameTpa 3epeH copbeHTa, X reoMeTpumn u
MOHOANCNEPCHOCTH

e KayecTtBa HAabMBKM KOJTOHKU

e MepTBOro o6beMa CMCTeMbl

e CKOPOCTM MOTOKa 3/10eHTA



YpaBHeHMe BaH-[leemTepa

BOTT = A+ B/u+ Cu A — Buxpesas

BTT o dysuns
B/u — MonekynsapHas
andpdy3ns
Cu — ConpoTtuBneHue
MaccornepeHocy
— Cu
—B/u A

u,__ U (nnHeviHasi CKopoCTb)



Kputepun pasaeneHns R

W

RS:l.(a__l

4 o

W,

).

/

N

RS: Zo(tRZ B Rl)

W,

-
R LUN

1+K/

e [1pn KonuyecteeHHOM (100%) pa3pelueHun nnkoB Rs = 1.5
e [Ipogo/mKaeT yBennumBaTbCA NMpu yBeIMYEHNN BPEMEHM
BTOPOro NMuMKa W y>e rosIHOM pa3peLleHnm



Kpurepuitr Kaiizepa V

- (b—a)
b

v

J I

BpemA

¢ |I3mMeHseTca oT 0 go 1
e MoOXeT NPUMeHSATbLCS A1 HECUMMETPUUHbIX NMUKOB



BnnaHue yoepxuanus (K),
cenektTBHocTH (a) U appeKkTUBHOCTU (N)
Ha pasaeneHue

2 92 X
T L |




XpoMaTtorpamMmma anesibCMHOBOIo Coka

> 50 BewectB / < 30 MUHYT

* RUN ¥




KoappmumneHT acummeTpun, A

AS = t(lO%) / W
(10%)
A, = (Wt(S% f(S%))/
2Wt(5°/o)

(bputaHckaa n EBponenckas ®apmakornen)

e OHa 13 OCHOBHbIX MPUYNH — HEJTMHEMHOCTb U30TEPMbI COPOLIMM



CBS3b N30TeEpPMbl U POPMbI MNMNUKa
A 4




KonnyecTtBeHHbIX aHanu3 B
XpoMaTorpapum

e KonnyectBeHHOW XapaKTEPUCTUKOW
SABNSETCA BbICOTA WK NMOLWAAb NMUKa

h

® I'IpM HaJIM4nNN MaJ1IEHbKUX UJTA
HECUMMETPUYHDbIX NMNKOB
npearnoyvYTuTesIbHEE UCIOJ/1b30BATb
paC4yeT Mo rsiowagdaMm rnMKos




MeToAabl KOJIMYeCTBEHHOIro aHanm3a
B XpOMaTOrpamn

e MeToa BHYTPEHHEN HOPMann3aumn
e MeToa BHeLIHero craHaapTa
e MeTop no6aBoOK

e MeToa BHYTPEeHHero ctaHaapTa



MeToa BHYTPEHHEN HOpMann3aLumn




MeTo/[ BHellHero ctaHaapTa

S nNuka

C =A4-S_+8B

C, mr/n



MeToa nobaBoK

S nuka

e

C nobaBku




MeToa BHYTPEHHEero ctaHaapTa

OcHOBaH Ha BBeAeHWU B aHaIU3NPyeMYIO CMeCb
ornpenesieHHoro Kosim4yecTsa noCTOPOHHEro BeLwecTBa
(BHYTpEeHHero craHaapTa)

TpeboBaHUs K BHYTPEHHEMY CTaHAapTy

e OTCYTCTBOBaTb B aHaNM3npyeMomn rnpobe

* IMETb CTPYKTYPY, BpeMS yaAep>XMBaHNS U KOHLEHTPaLUWUIO,
6n1n3kue Kk onpenensemomy seulectsy (OB)

* MOJSIHOCTbIO OTAENATLCS OT OB 1 Ap. KOMMOHEHTOB NPOo6bI

e ObITb XMMUYECKN UHEPTHbIM



MeToa BHYTPEHHEero ctaHaapTa
(npoaomkeHue)




YHyBCTBUTENbHOCTb U
npeaen obHapyXeHus

YyBCTBUTENBHOCTb —
onpeaensaeTca HakJIoOHOM
rpafympoBOYHOro
rpaduKka

H nuka

.— S=dH/dC

J/

C, mr/n

[penen obHapy>XeHus —
HanMeHblLlee coaepXXaHue,
Npn KOTOPOM KOMIMOHEHT
MOXXHO OBHapPY>XUTb C
3a1JaHHON BEPOSITHOCTbLIO MO
NAHHOWN METOAMKE

|

ﬂu\av./\/ \JM\,M\/\"EmyMa

H nuka = 3 * H wyma




Knaccudpumkauumm
XpoMaTtorpadpunyeckmx MeToaoB



Knaccmpukauma XxpoMaTorpadunyeckmnx

METOAOB aHAJIN3d

[lo arperaTHOMYy COCTOSIHUIO NoAB. (Pa3bl (rasoBas,
XMNOKOCTHa,

dnonagHas)

[lo MexaHuU3My pasaesneHus (pacnpenenuTenbHas,
aacopbLnoHHasi, MOHOOOMEHHas,
3KCKJ/THO3NOHHAs U ap.)

[lo TeXHUKe nUcnosiHeHnst  (KOSIOHOYHas, niaHapHas v ap.)
[lo uensam n 3agayaM (aHanuTM4ecKasl, npenapaTneBHas)

1o cnocoby nepemelleHus copbata (ant0eHTHas,
BbITECHUTESIbHAA,
(PpOHTaNbHas)

[lo cnocoby aeTekTnpoBaHus (NpsiMON, KOCBEHHbIN)



Knaccmpukauma no arperatHoMy COCTogHUIO a3

1. CHa4dana KnaccmuumpytoT NOABMKHYIO a3y

|
} 1 }

a3 CBepXKpUTUYECKUN >KV|,E|,KOCTb
dbnong

2. 3aTeM KI1acCM@UUNPYIOT HENOABUMXXHYIO (ha3y

| |
: ! ; :

TB. Teno XXnagkoctb  TB. Teno XNAKOCTh
[a30TBEpAOda3Has
(rasoagcopbumnoHHas) XMAKC;;(T::;gceffac;c?a%aﬂ

\/
[[@30)XKMAKOCTHadA



[[@30Bas XpoMaTorpapus



B kauecTBe noaBv»xXHOW da3bl
MCMONb3YEeTCs ras

e MeHblLas BA3KOCTb ra30B MO CPABHEHUIO
C XXWAKOCTbIO U 6onblumMe CKopocTn anddy3nm

e bonbwasa apPEeKTUBHOCTL
e DKCMpPECCHbIM N MHOFOKOMMOHEHTHbIN aHanm3



[[@30xpomMaTorpaduyeckoe obopygoBaHme

NICTOYHUK | YCTpPOUCTBO
rasa-HocuTend BBOAA NMpobb!
* )
s
I
O
o
PasgensioLas g
KOJTOHKA (
S
=
Q.
()
v C

Perucrtpupyiollee
YCTPOUCTBO

<+ | [etektop(bl)




YcTponcTBO BBOAA NpOo6b

— Fa3-Hoc14Tenb/ TepmocTat

—

¢ d
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L ',({ st tEed ot diien BT ree dhren funt e AR 2 e

icmapuTenbHasd KamMepa
[lpoknagka P P
(cenTa) KO/TIOHKa

LLinpuy

e O6beM BBOAMMOU NPOOLI NErKO A03UPYETCS
e XopoLlasi BOCNpon3BOANMOCTb A03UPOBaHUS
[aXke MMKPOKOnYyecTB obpasua
e BBOA npobbl He HanpaBneH NpoTUB NOTOKa ra3a-HoOCUTESS
e BO3MO)XHO AOMOMHUTENIbHOE YCTPOUCTBO
onsa Tepmoaecopbummn BellecTs 13 Teepabix 06pasuoB (Mo4yBbl)



KonoHKKN B ra3oBoi XpoMaTorpadum

KanunnspHble — HabuBHble (HacagouHble) —
BHYTPEHHUM AMAMETP BHYTPEHHUN AMAMETP
0.25-0.5 mM,, 1 = 100 M 3-10 MM, 1 = 10 M
HenopsmxHas a3a HenopaswmxHas a3a
HaHeCceHa Ha CTEHKM. HaHeceHa Ha COpOeHT.
Bbicokast 3pdPeKTUBHOCTb BblicOKas cenekTMBHOCTD,
(o 1*10° TT/m), YacTo HeaoCTaToYHas
NHOraa HeaoCTaTo4YHas 3 PEKTUBHOCTb

CeNeKTUBHOCTb (~ 1%¥10° TT/M)




KannnngapHbie KOMOHKU

d Cenyac B OCHOBHOM A€Mal0TCa U3 MIAB/IEHHOIO
KBapLa
| HaHeceHune HOﬂMaMMD,HOVI MNEeHKUN aenaeTt nux rMMoKUMun
O Jlerko KpensaTcs K AepXaTensiM, NHXEKTOPY, AETEKTOPY
a Anuna 10-30 (go 100 m); BHYTp. AnameTp~ 0.1-1 MM
d Mcnonb3yloT Ty Xe HenoaABWMXHYI0 dasy, uTo u
HabVBHbIE KOSTOHKMU

HenoaBwxHyto a3y B MPUHLMNE MOXHO 3aMEHUTb

Bbicokas adp@PeKTNBHOCTbL 3a CHET JJAMUHAPHOro
NOTOKa ra3a-HocuTens sk

U U

Re (kpuT.) = 2300
Re = 3-50

BOTT = A+ B/u+ Cu;, A=0




KanunnapHble KOMOHKK




[1IpyHUMN pa3aenieHnd BeLeCcTB

AncopbumoHHas PacnpepenutenbHas

» PaznnyHasa agcopbums e Pa3nnyHoe pacnpegeneHme
MOJIEKY/T U3 ra3oBon a3bl MOJIEKY/T MeXay ra3om
(noaBw>XHas a3a) Ha (noaBmkHas dasa) u
TBEPAOM aAcopbeHTE XXUAKOCTbIO, HAHECEHHOW
(HenoaBwMXxHasa da3a) Ha NOBEPXHOCTb TBEPAOro

HocuTens (HenoaBw>XHas a3a)

a3 * a3 *

Ts. Teno Te. Teno
(HocuTennb)




[[@30-aacopbLMOHHasN
XpoMaTorpapus



ObLwme nonoXxeHus

o OcHoBaHa Ha aacopbummn BELWECTB U3 ra3oBou
da3bl Ha TBepaAOM copbeHTe

2 O6bIYHO MCMONBL3YIOT AN pa3aesieHns U
ornpeaeneHns atMocdepHbIX ra3oB
(O,, N,, Ar, CO,, H,S, CO, SO, CH,.)

o PeanusyeTtcs Kak Ha HabuMBHbIX, TaK U Ha
KanunNspHbIX KOSTOHKaX

0 B kanunnapHbIX KOMOHKaX TOHKUA C/TIOM MOPUCTOrO

aacopbeHTa PUKCUPYETCH HA BHYTPEHHUX CTEHKAX
KONTOHKM




LleonmnTtoBble MONeKkynsapHbie cuta
M, /nO-AIZO3-xS|OZ-yHZO

CTpyKTypa anemeHTapHoOu
AYENKN LEeornmToB Ar N, a

T b KrCH4
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L
C
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[lpyMep paspeneHusa rasos Mmetoaom ['AX

1. Air: 2. Methane: 3. ¢ CC/V NpY MOCTOSAHHOM TEeMMepaType
dioxide; 4. Ethylene; 5. KOJIMYECTBO aAcopbUpOBAHHOIO
1 5 | BellecTBa Ha HenoaBmxkHOW dase C_
NPOMNOpPLMOHA/IbHO KOHLIEHTpaLmn
3TOr0 BELLECTBa B noasuxHou ase C_
— n3otepMa NmHerHa. K(D) = const




J10o0CTOMHCTBA U HepgocTaTku ['AX

[10CTOUHCTBA

e [lpocTon MeToa onpeaeneHns HeEoOpPraHNYECKMX ra3os

e Bo3MOXHa peanu3auus AONOHUTENbLHOro addeKTa —
pacnpeaeneHne Monekyn no pasMepam

e [TpyroaeH Ans pa3neneHns HECITOXHbIX CMecen
MOIEKYNSIPHBIX OPraHNYecKUX BELLLECTB, CTabubHbIX
Mpy o4eHb BblCOKUX TeMnepaTtypax (ao 300 °C)

HegoctaTku

e /I30TepMa copbummn 4acTo HENMMHENHA

o ANIOMOCUSTUKATBLI U LeonuTbl — KUCNOThl JIbtonca,
crnenoBaTesibHO, peakKLIMOHHOCMOCOOHbI

e HeoHOPOAHOCTb NOBEPXHOCTM cOpbeHTa NpMBOAUT K
«XBOCTOBAHMIO» MUKOB

e MeTo[ YyBCTBUTENEH K NapaM BOAbI



[ @30-XXKWUAKOCTHa4
XpoMaTorpapus



[ @30-)KMAKOCTHasa XpoMaTorpapud

MexaHW3M OCHOBaH Ha pa3/IM4YHOM pacrpeaeneHnm
onpeaensieMbiX KOMMNOHEHTOB B ra30BOU U XNAKOM dpa3ax

CenekTuBHOCTb 3aBUCUT OT
TeMrnepaTypbl KUMNEHWS BELLECTBA
N OT ero pacTBOPUMOCTM B HENOABUXKHOWN (ha3e

e YeM HMKe TeMnepaTypa KUMNEHUS BELLECTB],
TeM cnabee yaep>xmBaHue

e YeM nyyLue pacTBOPSETCS B-BO B HENOABWMXHOW dha3e,
TEM CUNbHee yaepXuBaHme



TpeboBaHus K HernoaBmxkHoU gaze B MNKX

e Manas netyyectb (T, Ha 200°C Bbile T KOMOHKK)

e YCTOMYMBOCTb Npu paboumnx TeMnepaTtypax

o XMmnyeckass MIHEPTHOCTb

e OnpepneneHHas pacTeopstowas CnocobHOCTb
(NpnHUMN «noaobHoe pacTBOpSAeTCs B NoA0OHOM>)

e CrnocobHOCTb XOPOLIO CMavynBaTb HOCUTENb
(obpa3oBaHNE TOHKOW MAEHKMN)



HacTo ncnosb3yeMble HenoaABUMXKHbIE

a3bl
[lonap- | HenoaBm>xHaa | ®opmyna | [pyMeHeHune
HOCTb da3a,
Ha3BaHNE
He [lapadwHbI N Yrneesonoponabl,
(Squalane) {CHT?H-CH-CH% [AY, 6eH30
NonsdpHas
Cnabo [onnpeHnnmeTnn- 2dupbl, CNNUPTHI,
OVMETUIICUIIOKCaHbI ’SYfC_O_‘S?f‘_O_;}?"' fleKapCTBEHHbIE
NONAPHAA | (Wp-5, z8-5, Ov-17) | 171 °7 1 npenaparbl,
HapPKOTUKM
nOﬂFIpHaFI [ToNMaTUNEHTNINKONN Kucnotsl,
Carbowax 20M HO-[-CH,-CH,-0-1,-H | CTOXHbl€ 3(UpbI,
FNTIMKONN




Kak BblbpaTb HernoaBwXHY0 dasy B [XKX?

e Hanbonee Ba)kHbI NapaMeTp — MONSPHOCTb
onpeaensieMbiX COeANHEHNN (UCMOMb3YETCS
NpUHUMN «NoaobHoe pacTBopseTcs B Noao6HOM»

e TeMnepaTypa KUNeHnsa onpeaensemMbiX BewWwecTB —
(ba3za He A0MKHa UcnapsTbCs

e [TocMOTpeTb Tabnuupl € MHAEKCaMK yaep)xmBaHus (KoBaya)
e Katanorn, CD-ROM, unHTepHeT
e HayuHas nutepatypa (bonee 100 000 nybnunkaummn)

e CNpoCuTb Yy TOro, KTO 3HAaeT...



[leTeKTopbl
B ra30BOW XpoMaTorpapun



[leTeKkTop No TenonpoBOAHOCTU
(kaTapomeTp, TCD)

Al3MeHeHMe Ten1onpoBOAHOCTU MU
MPOXOXXAEHNN 30HbI BELLECTBA, 3NHOUPYIOLLErocs
C KOJIOHKM

[[@3-HOCUTENb — reinm

e LLInpoknn nnuHenHbIN Anana3oH (Ao 5 nopsakoB)
e OTHOCUTENTbHO NPOCTON N HEAOPOron

e HepecTpyKkTuBEH

e YyBCTBUTENBLHOCTb — HA YPOBHE MUKPOrpamMMm

e ManocenekTmeeH

e OTK/IMK 3aBUCUT OT npupoabl Belects, TV u F



YCTpPONCTBO AeTeKTopa No TEMNI0npoBOAHOCTY

[loTOK raza-Hocutens1 @ [1pn NpOX0oXXAEHUN 30HbI

NpoTEeKaeT yepe3 HarpeTble obpa3sua A , oxnaXkaaoLwmi

HUTU U OXJTaXXOaeT X 3 PeKT rasa-HocUTenNS
MeHseTCA

=
o (S |3

O
A
N .

—
[MoToK
—

MoTtok




OTHOCUTENIbHaa TenaonpoBOAHOCTb BeLLeCTB

OTHocuTenbHas
BewecTBO

TennonpoBOAHOCTb
YeTbIpexxnopucTbIn 0.05
yrnepon
BeH3on 0.11
[ekcaH 0.12
AproH 0.12
MeTtaHon 0.13
A30T 0.17
fenumn 1.00
Bonopon 1.28




[11aMEHHO-NOHU3ALIMOHHbBIN JETEKTOP
(N4 FID)

BbicokoTemnepatypHoe nnams (H, + O, + N,)
MOHMN3YET KOMMOHEHTbI NPo6bl, 3MOUPYIOLLNECSH C
KOJTOHKWU. IOHbI MOCTYNaloT Ha 3/1eKTPOA,
yBeMumnBas TOK. TEKYLLUMN TOK PErMCTPUPYETCS
CaMOMMUCLIEM UM KOMMbIOTEPOM

[a3-HOCUTENb — renun, asoT

e LLInpoknn NnnMHenHbIM Anana3oH (A0 6 NopsaKOB)

e YyBCTBUTETbHOCTb — HA YPOBHE HAHOrPaMM

o [leCTPYKTUBEH — pa3pyLlaeT rnpoby

e CrHan 3asucut oT #C B onpeaensgemMoM BellecTBe
e Cnabasi 4yBCTBUTENBHOCTb K aMMHaM, CrMpTam



YCTpPONCTBO NIaMEHHO-MOHU3ALMOHHOIO AETEKTOPA

CarQc

C_ >—I'— 2NneKTpoa - KONNeKTop

)

___Jqﬂ/

[onspu3aLmMOHHbIN
3NeKTpoa

2n0aT U3
KOJTOHKMU

Boaopoa
+Kuncnopon




Macc-cnektpoMeTpudecknn getekrop (GC-MS)

[leTekTMpoOBaHME NO OTHOLLEHUIO
MaccCbl MOHa K ero 3apsay (m/z)

3JIEKTPOHHbIA YAAP (Electron Impact)

Monekynbl BEWECTBa NOCTynawLwme n3 xpoMatorpada
60MbapANPYIOTCS NOTOKOM BbICOKOSHEPreTUYHbIX

3N1EKTPOHOB
(70 3B — ne bponneBckas A/IMHA BOJSTHbI 3N1EKTPOHA,
6n13kasa K ycpeaHEHHOW AMMHE KOBASIEHTHOM CBSA3M)

M+e =M"+ 2e
NOH-paanKar



[lpMep Macc-cnekTpa

A

]UO" -Co + -
: M.Mm = 152 120
g’_:, -L COOCH3 Y (M....)
= g0t 9 152
2 | OH I
'g- A0 F .
- ;
S 0} 19 65 l
sy I 1
1 i 1 1 1 1 m
2% 50 % 100 1% 50 72

Puc. 1. Macc-cnextp MeTHACANHUKIATA.



AHanu3 HapKOTU4YeCKUX BellecTB

[ina onpepeneHus TetparngpokaHHaduHona (THC) — ocH
AEeNCTBYIOLLEro NCMX0akTUBHOIO BellecTBa MapuxXyaHbl,
MOYU IKCTPArMpyeTcsl, o4MLLaAETCS, KOHLEeHTPUpyeTCcH U
BBOOUTCSA B XpomaTtorpad.

* [lpucytcTBne THC aokasbiBaeT cneundmnvecKkum CnekTp
coefuHEeHuA.

100

molecular ion >
ml/z=314

50

THC
tetrahydrocannabinol
C21H300;

relative abundance

i \u\r %
20 60 100 140 180 220 260 300
m/z



NoHun3auma B MC-pgeTekTope
® [IponcxoanT 3HaumTeNnbHas parMeHTauus MoneKky.

o OparMeHTaLms BOCNpPOM3BOAMMA — BO3MOXKHA
MHTEpPNpPETaLUMS CTPYKTYpPbl BELLLECTBA

e O4eHb BbICOKasi YyBCTBUTEMbHOCTb ((peMTOorpamMmmel)
e BO3MOXHOCTb MAEHTUMDUKALNU COeANHEHUS
e YCTaHOB/IEHNE CTPYKTYpPbl HEN3BECTHOIO COeAIMHEHUS
e BO3MOXXHOCTb aHanmM3a o4YeHb CNOXKHbIX CMEceu
e /Inana3oH TMHEMHOCTU rPaAyUpOBOYHOIo rpadumka

- 0O / nopsaakos
e OrpomMHble 6ubnuotekn macc-criektTpos (Ao 500 Tbic.)



O6wme npobnembl yaepxxmBaHus B ['X

(@)
, (@) Hu3kasa Temnepatypa (45 °C) —

2 Xopollee pa3pelleHme B Hayane, HO
) CNULWKOM A0Mro

0 10 20 30
<—>|(—x4 (b)
5 (b) Bbicokas Temnepatypa (145 °C) —
‘ HaMHOro BbICTpEe, HO NIOX0e
7 g pa3pelleHme NerkoKNNSLLnX
| AN il | KOMMOHEHTOB
0 10 20 30

(<)

Ecnu onpenensiemMble BELLECTBA UMEIOT
LUMPOKUIA ANana3oH TeMnepaTyp KUMeHus,

7 8 9
12 3 S 6
J\ U TO HEOH6XOAMMO MCNOSb30BaTb
| |
20 30

. rnporpaMMUpoBaHue TeMrnepaTyphbl
0 10 (rpaaneHT)

Time, min

I | I | | o
30° 60° 90° 120° 150° 180°
Temperature, °C



J1oCTOMHCTBA U HepgocTaTku KX

[JOCTOMHCTBA

e BbiCOKas CenekTMBHOCTb N 3(PPMEKTUBHOCTb

e [1paBUIBHOCTb 1 BOCNPOM3BOAMMOCTb aHaIn3a

e Bbicokast akcrnpeccHOCTb (06bIYHO 5-20 MUHYT)

e TpebyeTtcsa Manbit 06beM Npobbl (MUKPONUTPDI)

e bonbLuon BbIGOP AETEKTOPOB

e BbicOKkasa cTteneHb aBTOMaTM3aUMn aHaIM3a

e OTHOCUTENBbHO HU3Kas cToMMocTb nNpubopa (~ 15 000 $)

HenoctaTtku

e MOXHO onpeaenaTb TonbKo netyune B-Ba (T kun. < 250 °C)
e Henb3s onpeaensaTb TEPMOHECTOMKNE B-Ba

e IHOraa Tpebyetcsa anutenbHas NpobonoaroToBKa

e BO3MOXHbI OLLINOKN NAEHTUDUKALMN BELLIECTB



[lepnBaTn3aLmns BelecTB
(peakUMOHHas ra3oBasi XpoMaTorpadus)

Ncnonb3yoTca HATNPABJIEHHDIE xmMnyeckue npespalleHuns:
HENeTYYNX COEANHEHUN B NETYYUME,
HEYCTOMYMBLIX COEANHEHUN B YCTONYMBbLIE

O
/
R—C. + Ry-O—Si(CHs) >
OH
P ¢ R,-O—H

Ri—C_ .
O— SI(CH3)3

XopoLunn cnocob onpeaeneHns
BbICLUMX anmdaTniecKnx KapboHOBbIX KUCIOT - & - B




OnpeneneHne KapboHOBbLIX KUCNOT
MeToaoM X ¢ npeaBapuUTenbHOW AepMBaTU3aLIMEN

T 1%
1200000

))))))

3000 14.0

) | ls_..l
Y

14:1
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16:0

16:1

18:0

18:1
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[10CTOMHCTBA W HEQOCTATKMN peakLUMOoHHON X

[OCTOMHCTBA

e PaclumpeHune obnactn npuMeHeHus
e YBennyeHune cenekTMBHOCTMU
(MHAMBUAYaNbHbIE CB-BA COEAUHEHUU MPOSABNASAIOTCA CUTbHEE)
o YnyulleHne 4yBCTBUTENbHOCTU OrnpeaeneHus
e Jlyywast COXpaHHOCTb XpoMaTorpaddnyeckon KOMOHKHU

HenoctaTku

e BO3MOXXHbI OLLMOKKN 13-3a@ YCNOXHUBLLENCS NPOOBONOAroTOBKU
o CHmXeHne 3pPeKTUBHOCTU pa3aeneHuns
e YBennyeHme BpeMeHn aHanmsa



XXnakocTHaa xpoMmaTtorpadus



[loaBMXHas da3a — XNAKOCTb
HenoasuxHas @asa — TBepaoe BewecTso

5 OCHOBHbIX MEXAHM3MOB B3anMOAENCTBUS
copbaT-copbeHT

PacnpepeneHue

Ancopbuus

MIOHHbIN 0bMeH

DKCK031S (MPOHUKHOBEHME)

Cneuundunyeckune (KomniekcoobpasoBsaHune u ap.)

ih =

4acTo NpUCYTCTBYIOT OAHOBPEMEHHO HECKO/IbKO MEXAHWU3MOB.
[pn Knaccmdurkaumm BblAENSIOT OCHOBHOMW.



Buabl BOXKX no MmexaHn3my B3aMMOAENCTBUM

[MpeobnagatoLmmn mMexaHn3m

Apcopbunsa || PacnpeneneHue || MoHHbIN 0OMeH || Okcknoaus | | dpyrue

¢ l l
HopmanbHo- || ObpalyeHHo- NoHHag
doasoBas doasoBas
vy v v
NoH-napHas NoH-
9KCKJTHO3MOHHag
Y
[enb-
XupanbHas PUnbTPaLVOHHaS

AdPUHHaA < y




HenoaBuxHble da3bl
B XXMAKOCTHOM XpoMaTtorpadun



OcHoBHOWM TMN MaTpuL, B BIXXX — cunukarenb

ChepnyHOCTb [locTOMHCTBa

e OTpaboTaHHas TEXHOOMS
Q @ CUMHTE3a

e J10CTYNHOCTb 1 OTHOCUTEJTbHO
Pa3mep 4acTtuu, MKM HMU3Kas LeHa

e BonbLION Anana3oH CBOUCTB
o O (3 @ e MexaHnyeckasi MPOYHOCTb
e XMMyeckasd akTUBHOCTb

Pasmep nop, A OH-rpynn Ha noBepXHOCTY

€D @ |  rewcoms

e XMMmnyeckasi akTMBHOCTb
OH-rpynn Ha NoBepXHOCTU

e pH cTabunbHOCTb (2-9)

e AncopbupoBaHHas Boaa

[nowazb NoBepxHoCTU, M?/T

ORON




HopManbHO-(a3oBas xpoMaTtorpadus

(OCHOBHOM MEXaHM3M — aacopobums)



HopmanbHO-gha3oBas

1/ \

XpomaTtorpagus

HenonsapHbIW pacTBopUTEnb

[MTonspHbIN COPOEHT




HopManbHO-Pa3o0Bad XpoMaTorpapus

[loaBumXKHas asa: rekcaH + atunauertat (X10podopm)
HenoaBwmxHas dasa: cmnukaresnb, OKCUA, antoMUHUS

OH+-++* OH OH
] o |

| |07 07

KOOpAMHMPOBAHHBIE  cppokcaHOBLIE  CMMAHOMbHbIE

CUJ1aHOJIbHbIE rpynmnbl rpynnbi
rpynnbl



HopManbHO-Pa3o0Bad XpoMaTorpapus

YaepXxuBaHue COeANHEHMUN 3a CUET
AUNOSb-AUNMOSIbHbIX B3aUMOAEUCTBUM




HopMaibHO-C

ha30Basi XpoMaTorpac

3aKOHOMEPHOCTU Yaep>XUBaHUS

e [longapHble coeagnHeHnsa yaep>XmBatoTcs
CunbHee, 4YeM HenonsgpHoble

DUSA

e [IpOoCTpaHCTBEHHbIE N30Mepbl (0-, M, M- ) pa3nenstoTcs
fyylue, 4em romosioru

e BbIBOA:

Hanbonee NoaxoauT ANs pa3aeneHns rno3MLMOHHbIX
M30MepOB HEMONSAPHbIX UM CNabononspHbIX BELLECTB,
PACTBOPUMbIX B rekCaHe, adupe, yrnesoaopoaax.



Ob6palleHHOo-(a30Bas XxpoMaTorpadpus

(OCHOBHOW MEXaHM3M — pacripeaeneHue)



ObpalleHHO-ha3oBas

1/ \

XpomaTtorpagus

[TonapHbIN pacTBOPUTENDb

HenonsipHbin copbeHT




O6palleHHOo-ha3oBas xpoMaTorpadus

[loaBmxHaa @a3a 6onee nonsipHa, YeM HenoaBUXKHas
ALETOHUTPpU/I-BOAA
MeTtaHos-Boga

R R R

| | O |
_Sicg—Sieg—Sil__Si Si
| [ 707

HenoasuxHble da3bl

XUMUYECKN MOANPULIMPOBAHHbBIE CUITUKArenu
R = (C2,(C4,C8, C18, C30



O6palleHHOo-da3oBasa XxpoMaTorpadus

Yaep>xnuBaHne coeanHEHUN 3a CHET rnapodobHbIX
B3aUMOAENCTBUN

O 5

O NN N NN NSNS

N

/ —

O\B O B 3
O/



DnoupytoLlas cmna NoaBUXKXHOU da3bl

B obpallieHHO-dha30Bon XxpoMaTorpaduu

NONAPHOCTb

>
[nokcaH  H-[1lponaHon AuetoHutpun MetaHon  Boaa

-

3nIoupyoLwas cnna



YaepxxuBaHue Bellects B OP-BaXX
B 3aBMCUMOCTU OT COOTHOLLUEHUS
ALETOHUTPUN-BOAA B 2/TIIOEHTE

1

60 : 40

50:50

| 40 : 60




BoaopacTtBopuMble BUTAMUHDI

NupnpokcnH (B,)

HukoTuHamng (B,)

H.C _N
N g |
| HO CH,OH
_
CONH, CH,OH
CH,OH PubodnasuH (B
|
HocH ® (B,)
HOCH
HOGH TvamuH (B)

ik

H30:©:N /N\f NH CH2CH20H
&
~ NH \J: Cl
H,C NL{ CH2
O




OnpepeneHne BoAOpacTBOPUMbIX BUTAMUHOB
B TabneTtkax

400 B,

N
Q
o
]
<L
>
I
0
L

CurHan, MAU
o
|
s
[ oy

-200 Y J v J v T g T v T v T v J Y T v )

Bpems, MH



DKCKJTI03MOHHAs XpoMaTorpadus

(OCHOBHOM MEXaHU3M — NMPOHMKHOBEHME B MOPbI)



MexaHU3M 3KCKH03MOHHOM XpoMaTorpac

DU




XnakoctHasd XxXpomatorpadus
cneunduyeckmx B3aMMoaencTBuin

(OCHOBHOM MeXaHWu3M — «apyrue»)



XupasabHag xpoMaTtorpadus
(PasneneHue crepeon3oMepoB)

+

HenoaoswxHas dpasa ans
pasfeneHnsa CTepeonsomMmepon



PazgeneHne onTnyeckux n3oMepoB aMUHOKUCIOT

19

T 0.002 A 33
13
12 18 32
3 5 6 8 10 1516 20 =
17 - 26 2\8 31
23 o7
1 7 2 14 r 55 29 30 2
2 |
4
11 -
J J L LK_AJLJ k_JLU\_J\U(__jUU\JL}(ULbU
20 30 40 50 60 70 . 80

Column, Mightysil RP-18 (150x4.6 1.D.); mobile phase: methanol-0.01 M Na2HPO4, pH 6.0,
gradient elution flow-rate, 0,5 ml/min. Detection: DAD, A=340 nm.

Peaks: 1=L-Asp, 2=D-Asp, 3=L-Glu, 4=D-Glu, 5=L-Asn, 6=D-Asn, 7=L-Ser, 8=L-GIn, 9=D-Ser, 10=D-GIn,
11=D-His, 12=L-Thr, 13=Gly+L-His, 14=D-Thr, 15=D-Arg, 16=L-Arg, 17=B-Ala, 18=L-Ala, 19=L-Tyr+GABA,
20=D-Ala, 21=D-Tyr, 22=L-Met+L-Trp, 23=L-Val, 24=L-Phe, 25=D-Met, 26=D-Trp, 27=D-Val, 28=D-Phe,

(NMCY " 59--Tle, 30=L-Leu, 31=L-Lys, 32=D-Ile, 33=D-Lys, 34=D-Leu.



Pe3yJ1bTaTbl onpepeneHnda aMMHOKUCIIOT U X JHAHTUOMEepPOB B MOYe

300pOBbIX U 6onbHbIX Nogen (n=3, P=0.95)

AMUHOKKUCNOTa Hopma MyX4uHbI, Hopma XeHLWMUHbI, BonbHas XxeHwWwwmHa, (2

Mr/cyTKu Mr/cyTKu cTagusi paka MONo4YHOMU
Xene3bl) Mr/CyTKu

L-Asp - - 9113

L-Asn - - 9.0+0.3

L-Ser 27-65 22-61 9.940.3

L-GIn 0 0 31+

D-GIn 0 0 0.79%0.05

L-His 20-213 79-208 56+2

L-Thr 2-35 5-33 211

Gly 53-189 67-312 89+2

L-Arg 8-24 8-26 5.3+0.2

D-Arg 0 0 0.89£0.06

L-Ala 5-32 9-44 10.410.2

L-Tyr 15-40 15-49 2.0+0.1

D-Tyr 0 0 0

L-Val 4-17 0-30 2.110.1

L-Met 5-11 3-12 0

L-ILeu 8-24 5-20 16.31£0.3

L-Trp -- - 5.840.2

L-Phe 8-15 6-41 2.410.1

L-Lys 0-14 0-16 7.940.2

L-Leu 6-20 2-16 1.5+0.1




AC

DC

DUMHHASA XpoMaTorpac

DUSA

(n3bupaTenbHoe CBsA3bIBaHKe)

OcHOBaHa Ha CroCOBHOCTN HEKOTOPLIX BELLIECTB

(B OCHOBHOM — 6€1KOB)

HEKOBAJIEHTHO 1 06paTUMO CBSA3bIBATLCA CO CNeLNdUYEecKnM

MOJ1eKyNaMu UIn MOHaMU (iMraHaamm)

JlnraHa 3akpersieH Ha NopUCTOM copbeHTe

I3 MHOXECTBa BELLECTB B aHaIM3NPYyEMON CMECU
C IMraHAoOM pearvpytoT OAMH MU HECKOJbKO

YnobHa ans BblaeneHust Hy>XxHoro 6momaTepuana
"3 60NbLLIOro KONMYecTBa BewecTB MaTpuLbl



CenektnBHoe B3aVIMOLI,EI\/JICTBllle JinraHAa C
6eJ'IKaMl/I, coaep>xXawmMn napHbit rTMCTUANH
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benok Araposa C HuKeneBbiM KoMnsiekcom HTA



[leTekTpoBaHune B BIXX



CNEKTPO®OTOMETPUYECKMN JETEKTOP

I, 1 I,
N T

MpsmMoe KocBeHHoe

A v




O6nacTb NpUMeHeHus

e ApoMaTnyeckne coeanHenusa (npu 230-270 HM)

e [eTepounKknnyeckne coeanHeHus

e HenpepnenbHble yrnesoaopoasl

e B-Ba, nornowatmoume B BnanMon obnactn cnekTpa

13 14,15 16

XpomaTtorpamma lNAY A,hd)\,
U



®JTYOPUMETPUYECKWW OETEKTOP

I,A=N nm> chnyop, A=N +A>I\I nm
@nyop =K-c

BbicOKast YyBCTBUTENBbHOCTb ~ 1071 1

PacTBOPEHHbIN KUC/TOPOJ MOXET TYLWNTb (PrTlyopecUeHLMIO

Ka)kaoe BELeCTBO XapaKTepU3yeTcs CBOUM KBaHTOBbIM
BbIXO/JOM U3NyYEeHUS



Ob6nactn npuMeHeHus

e [lonnapomaTuyeckmne yrnesoaopoab!
e XVMHOHDI

e [IpOon3BOAHLIE @MUHOKNCIIOT
 HekoTopble BuTamMnHoB (B, B, 1 ap.)

AME e

XpomaTtorpamma NAY Lﬁuﬂ 1

"

12

13




PE®OPAKTOMETPUYECKN AETEKTOP

KoadhduumeHT npenomneHns pasbaBneHHbIX pacTBOPOB
N3MEHSIETCS NPOMNOPLIMOHANIbHO N3MEHEHWUIO KOHLIEHTPaLMK
PaCTBOPEHHOIr0 CoeAnHEHUS]

CoBpeMeHHble pedpakToMeTpbl GUKCUpYOT Ao 1*¥107°
M3MeHEeHMs noKasaTens npenoMIeHus

CuNbHO 3aBUCUT OT TEMNEPATYPbl, B MEHbLUEN CTEMNEHM
OT [1aB/IEHUSA N HACLILLIEHNS 3MIOEHTA ra3amu



Ob6nactn npuMeHeHus

e Caxapa
o Aninatnyeckmne KapboHOBbIE KUCNOTHI
e AMUHDI
1:Fructose
2:Glucose
1 3:Sucrose
2
3

XpomaTorpamma caxapoB r — A —~

0 5 10 15 20
min




SNIEKTPOXMMUYECKUN AETEKTOP

Ncnonb3yoT a@deKT OKUCEHNS-BOCCTAHOBIEHUS
COeANHEHUN NPU OnpeaeneHHbIX NoTeHUManax

Obnactn npuMeHeHus

» [ MapasuvHb
» HUTpOMEHObl, aMUHOMEHONbI

. Caxa pa 1T 1 Norepinephrine (NE, 1000M)
* brOreHHble aMmHoB A
(I-IYTpeCLlM H / TM pa M M H M ﬂ.p . ) :: 4. Dopamine (DA, 100 nM)
4 )KMpOpaCTBOpVIMbIe BUTAMWUHDbI o ' . '
nA 30 4

20 1 k /\___H

10

00

4.0

20 FT———————r——————————

00 20 40 680 80 100 120 140 160 180
Minutos



MACC-CMNEKTPOMETPUYECKNA AETEKTOP




vl
OnpeaeneHne NaHTOTEHOBOW KUCOTbI B I6/T04HOM COKe

120000 W

MC-netekTnpoBaHue (m/z 220)

100000

HaipeHo B,
w0 mr/100 mn

80000

Copep)xaHue no
nacnopry,
mr/100 mn

40000

0,5-0,8

20000

mAU

CO-petektnpoBaHue (200 HM)

1000

HanpeHo B,
mr/100 mn

500

Copep)xaHue no
nacnopry,
mr/100 mn

N 2,6

0,5-0,8




XKX-MC npotuB 'X-MC

* BO3MOXHOCTb onpeaensaTb TePMUYECKN
HeyCTOM4YMBbIe U HeneTy4yme coeanHeHUs

 BewecTBa ¢ 60nbLLION MOSIEKYIAPHOW
Maccou (NpoTeuHbl U NonnMmMmepbl)

e OnpepeneHve B CrIOXHOU MmaTpuue
e CNOXHOCTb COCTaBrieHUsA 6a3 CreKkTpoB




[penMyLwecTBa XMAKOCTHOU
XpoMaTorpadum

e bonee rmbkme metoabl (MHOroobpasne BapuaLmMin NOABUXHOM
N HENOABWXXHOW (a3, MEXAHWM3MOB pa3aeneHns)

e Jly4lue BOCNpoOn3BOAMMOCTb (PKMAKOCTWU nerdye noanaroTcs
CTaHAapTu3auumn)

e [loaxoanT an4 pa3aeneHnd NonsdapHbIX U HEMOJIAPHbLIX BELWECTB,
d TdKXKe€ BbICOKOKUMALLNX U TepMOHEYCTOW-IVIBbIX COGDMHGHMVI

e BbiCcOKasa YyBCTBUTENBHOCTb U 6onee BblICOKasi TOMHOCTb

e MOLLHbIM METOA U3YyYeHUSI MEXaHM3Ma MeTabonM3Ma
BELLECTB U T.M.



[TPOBJIEMA

KAK PASAOEJINTE 3APAXEHHbIE
BELLIECTBA?



MoH-napHas XxpoMaTorpadus

(OCHOBHOM ME&XaHU3M —

pacnpeneneHme + NoHHbIN 0bMeR)



MexaHn3M (I) noH-napHou xpomaTtorpadu

+ Ot

[MapodobHast NOBEPXHOCTb [MapodobHasi NOBEPXHOCTb



MexaHu3M (II) noH-napHon xpomaTtorpadun

X

AHWOHOOOMEHHUK

—

>

[MapodobHast NOBEPXHOCTb



OnpepeneHne nekapCcTBeHHbIX BELLECTB

Cynbbaktam

COOH

NH,

HO

N

S

B MNJ1a3Me KPOBWU

Llecbonepa3oH

O

N
N/ \N
P
\CH3



XpomaTorpamma obpa3sua nia3mMbl KpoBU
coaepkallen cynbbaktam n LedonepasoH

[penen obHapy>xeHns 4 mr/n

100

&)
Q
|

D

<C

E, LlechbonepasoH

©

S Cynbbakram v/

b ¥ \

4 M

T T T T T T T T T T 1
0 5 10 15 20 25

Time, min

B antoeHTe — nobaBka bpomuga TeTpadbyTunaMmmMmoHus



NoH-napHaga xpomaTtorpadus (UMX)

[JOCTOMHCTBA

1. BospacTaet ygepxuBaHue 3apsiKEHHbIX BELLECTB.

2. OpgHoBpeMeHHOE onpeaeneHne 3apsiXKeHHbIX N He3apSXKEHHbIX
cCoeNHEHUN.

3. MHoronapameTpuyeckasa cuctema No3BonsieT JoCTuUraTb

nyywiero pasgerieHuns.

HepgocTtaTtku

1.

2.

[lnutenbHoe ypaBHOBeLLUMBaAHNE XpoMaTorpadouyeckoun
CUCTEMDI.

MeHbLas YCTOMYNBOCTb K UBMEHEHUNIO XpoMaTorpaduieckmx
YyCIoBUN: (XyaLwasa BOCNpon3BoaANMOCTb CBOUCTB Mpu
NPUrOTOBIIEHNU JMHOEHTA).

BO3MOXHbI CUCTEMHbIE MUKN Ha XpomaTorpaMmmax.



MloHHasa XpoMaTorpapus

(OCHOBHOM MEXaHM3M — NOHHbIN 0OMEH)



CxeMa MOHHOIro oBMeHa

[TOTOK 3110EHTa




[1na npeBpalleHns MOHOOOMEHHOWN XpoMaTorpadum
B COBPEMEHHbIN aHaUTUYECKUK MeToa TpeboBanoch:

[Ipobnema Kak 6blna pelueHa
CpoenaTb ee CopbeHTbl Manoro gMameTpa,
BbICOKO3(®dEKTUBHON | ChepruyecKmne, BbICOKOMOPUCTHIE,

C MOHOOOMEHHbBIMU FpynnamMm
TO/TIbKO Ha NOBEPXHOCTYU

Bo3MOXXHOCTb paboTtaTb C
MasnbIMK KOSIMYeCcTBaMu
(KOHLIeHTpaumsMK)
BeLLleCTB

YMeHbLLeHne eMKOCTU copbeHToB
(Konn4yecTBa MOHOOOMEHHBIX
rpynn Ha rpaMmMm copbeHTa)

Ha 2 nopsaka

HanuTu HaaeXHbIN U
YyBCTBUTENbHbIN CIOCO6
NETEKTUPOBAHUS MOHOB

[NogaBneHne oHOBOW
3NEKTPONPOBOAHOCTU MNIOEHTA,
KOHAYKTOMETPUYECKUN AETEKTOP




HenoaBmxHble da3bl
B MOHHOW XpoMaTorpadum



CtpoeHune copbeHTOB

loHoOBMeHHas xp-pus NoHHaa xp-dpus

O

e O6beMHoO- e [loBEpXHOCTHO-
MOANDULIMPOBAHHbIE MOAUMDULIMPOBAHHbIE
e EMKOCTb fO0 10 MM/T e EmMkocTb 0.01-0.05 MM/r

e Inametp 200-2000 MKM e iInametp 5-10 MKM




[leTekTMpoBaHUE B MOHHOW
XpoMaTorpapum



[leTekTMpoBaHMe B MOHHOW
XpomaTorpadpum

e KOHAYKTOMETpHuyeckoe

e CnekTpodoToMeTpnyeckoe

e [Ipyrue



J1OCTOMHCTBa KOHAYKTOMETPUYECKOro AETEKTOPA

e YHMBEpCcaneH Ans OETEKTUPOBAHUSA 3apsKEHHbIX BELECTB
e [IpocTON, HaaEXHbIN, HEAOPOIroU

HenoctaTkn KOHAYKTOMETPUYECKOro AeTeKTopa

e Bo3MO)XHaa HegoCcTaTouyHasd YyBCTBUTENIbHOCTb B NX
e CnnbHasa 3aBMCMMOCTb CUIrHana OT TeMnepaTypbl
e He 04eHb LWMPOKNIN ANaNa3oH JIMHEMHOCTU

KntoyeBas npobrema —
Kak obecrneynTb 60MbLLYIO YYBCTBUTEbHOCTbL?



KOonoHOYHOEe nogaBneHue

H,CO,, HCI, HNO_, H_SO,
—_———

B netekTop

KaTMOHOO6MEeHHMUK

BbICOKOM €eMKOCTHU

Na,CO,, NaCl, NaNO,, K,SO,
e

N3 paspgensrowen KONTOHKU
R-S0, H* + Na* — R-SO, Na* + PASASTIAIOm
L1+




OnpeneneHne aHMOHOB
METOAO0M MOHHOW XpoMaTorpadun




«CTaHaapTHbIe>» aHMOHbI
F-, CI, NO,, Br,, NO,", HPO,%, SO,*

=
el SO3~
ciy NOs A dntoenT: 1.7 MM NaHCO,+1.8 MM Na,CO,
1# BapuaHTt: (1O
Br
C MUH. - Ha ypoBHe 1-10 MKr/n
i HPOZ~
UL

0 2 4 6

Minutes



NOH-3KCK/THO3MOHHA4
XpoMaTorpadus

(OCHOBHOW ME&XaHU3M —
NMPOHMKHOBEHME B NOPbl + MOHHbIN OOMER)



[TPUHLMN MOH-3KCKTIHO3MOHHOW XpoMaTorpadum

pH<3




KOHTPO/1b KayeCcTBa HaNnUTKOB

i | 2 1 JIuMoHHas
2 BuHHas

3 Sl6noyHas

4 SlHTapHas+MonouHas

b YKcycHas

1 Kononka: REZEX ROA

3 Paamepui: 300 x 7.8 MM
ﬂ TeMnepaTtypa: kKOMHaTHas
lNonBuxHas ¢a3a:
0.005N H2S504
Pacxona: 0.5 ma/MuH
Netektupoeanue: YP 210 HM

4

BHHO fEeCepTHOE J

hib¥ia%q PanbCUPHKaT
6 7 8 9 W 2 B M4 15 1§ I 8 19 20 rom




TOHKOCTONHAsa XpoMaTorpadus
(TCX, Thin layer chromatography)



[IPUHLUMN TOHKOC/TOMHOM XpOMaTorpac

DUU

JInHna puHUwa

R=1r/L

JlnHuna ctapra — o O O

e —




[pnbop ana TCX




[TposBneHune TCX

e OnpbICKMBaHWE NIAaCTUHbI Pa3IMdYHbIMU peareHTaMu
(AUTU30H, HUHIMAPWH U Ap.)

e CnekTpockonunyeckmne metoabl (YP, ntoMUHeCcLeHLMS)

e Pagnoxmmmyeckmne MeToabl

O6bem npobbl B TCX Ao/mKeH 6bITb MUHUMA bHbBIM
(UTOObI HE M3MEHMTb R. U NPaBUIbHO OMPEAENUTL BELLECTBO)

R¢

03| @ ® @

@@Q

0.1 Q
100 M

0.1 1.0 10

KI



KonunyectBeHHbI aHann3 B TCX (BX)
o BM3yaano Ha 6yMare no BesiItdynHeE N UHTEHCMBHOCTU NATEH

e Icnonb3yloT CNEKTPOCKOMMIO ANPEPY3HOro OTPaXKeHUs
(dboTOAEHCUTOMETPUYECKMN METON)

e 13MepsoT paanoaKTUBHOCTb (3apaHee NoMeyeHHble B-Ba)

e JIIOMPYIOT NSATHA B NOAXOASLLMIA pacTBOPUTESb U
aHaANIMTUYECKMIA CUTHAM U3MEPSIOT NOAXOASALLUM
MHCTPYMEHTa/IbHbIM METOAOM

Obnactu npuMmeHeHns TCX

e lpeHTUdKrKaumnsa nekapcTBeHHbIX 1 BUOXMMUYECKMX NMpenapaToB
e [IpoBepKa YNCTOTbl UCClIelyeMOro BelwlecTsa (peakTnea)
e AHaNN3 NPUPOAHLIX NPOAYKTOB



J1oCTOUHCTBA U HeagocTaTkn TCX

J10CTOUHCTBA

e [IpocToTa

e IHOrAa HM3KKe npenesbl 0bHapyXxeHus

e YHMBEpPCabHblE NPOABUTENN

e Pa3peneHne BeWwecTB C CUbHO pa3iMYatoLLMMUCA CBOMCTBAMMU

HenoctaTtku

e HepoctaTo4vHast adpdekTUBHOCTb ( @ MHOrAa U CenekTUBHOCTD)
e 3aBMCUMOCTb OT YC/TIOBUU
e [110xaa MexxnabopaTopHast BOCMpPOU3BOANMOCTb




Bb1i6op
BapuaHTa XpoMaTtorpapumn
B 3aBMCMMOCTU OT 3aauu



M.M. < 2000

Y

< JleTyyee B-BO?

[a

HeTt

M.Mm. > 2000

v

< HeopraH. rasbl? >

v

Y

BapuaHThl

3KCKJTItO3NOHHOW
XpomaTorpagum

<

MOXXHO N1 nepeBecTr

B NleTyyee ?
[a
— [[AX
[a
HeTt
—p KX <

HeT



