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METOAUYECKHE YKASAHUA

10 ONpeseaeHIo 0CTATOMHLIX KOTHYECTE KapGokeHHA B KaybHax kaptodeas

METOAOM DuIcOK0IDhercTBIol muaKoeTHOR XpOMATOTpadun

HacToriune MeToaHuecKHe ykasaHWs yCTaHaBNHBAIOT METOA  BhICOKO3(QeK THBHOK
MHAKOCTHOR  XpomartorpadHu Ang OnpeAeneHuA B  KkayGHAaX KapTodens MaccoBoi

KoHueHTpauny kapGoxcuna s auanasone 0,05 - 0,5 mr/kr,

Kapboxcun - npeficteyiowee pemiecTso npenapata  Burapake 200 ©O.
BCK, (200 + 200 r/n), n.B. xaplGokcus + Tupar. GupMa npoussoayTens «KpomMnrou
iOpon 5.B»

5.6- anrnapo-2 ~MeTii-1,4-orcatunn-3-xapboxcannaua (IUPAC)
O CH,
(X
s cown-@
Ci:HisNO»S

Mon. macea 235.3

Bence kpucranauyeckoe sewectso,  Temnepatypa npaenenus  91.5-92.5'C u 98-

100°C (B 2aBHCHMOCTH OT KpHCTaNmHueckoRt cTpyxTypsl). asnewse napos npu 25°C.
0.025 m[Ta.  PacTBOpUMOCTL B OPraHK4ECKHX PRCTROPHTENAX MPH 25%C (r/nm’): aueton -
177: anxnopmetan — 353; metaron — 88: 3tunanerar — 93.  PacTBOpHMOCTS B BONE NPH
25%C - 199 mi/am*. Bewecno yctoiiuuso x rugponusy (25°C, pH 5-9).

KomncTtanta anccounauny pKa <0.5.
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Kpamrxas mokeur0102udeckas xapaxmepucmura,

Octpas nepopansHan ToxcHHHocTs (LD 350) ana  kpuic 38200 w wa:
octpas AgepMansnas  Toxcuuuocts (LD <) ans xpoauxos > 4000 mrfxr: ocrpas
HHranaunonHan Tokeuunocts (LKso) ana kpsic > 20 mr/am’,

Obnucms npuseHeHUA npenapume

Kapbokeyh - ¢ynruumi, MCNOAbIYETCR N2 APOTPABAKBAHMS CEMAH NLUSHHULL
RUMEHN. KapTodiens NPOTHB roNoBHEBHIX 3a60NEBAaNNR, KOpHEBLIX FHufed. naecHeseHns

ceMaH,
Pexomengyemut MIY xapBoxenna s kayGuax xapropens 0.1 mr/xr.

1. Mevposornvecknt xapaxrepucriks mevoaa (P = 0,95, n = 24)
Npenen obnapyxcenns: 0,05 mrixr
Jnanazon onpeaenaemsix xonuentpauni: 0,05 - 0,5 mr/xy:
Cpeanee 3nayenve nisneyenusn: 94%
Cranpaptroe oTkionenue: 2,77%
HonepuTensubifi HuTepnan cpefivero pesyastara: + 3,18%

Tabaunua
flosiora n3anedesns xapbokeuna w3 KayGuell xaptodens
(6 nosroprocTedl s kaxaoH Konuentpaunn, P = 0.95)
Cpena Breceno Obuapyxeno [Monxora

xapGoxcura, Mr/xr xapGokcHHa, mr/kr n3sneveHus, %

0.05 0.04652 + 0.00213 93.04

0,125 0,11915 + 0.00844 95.32

KayGi Kapropens 0,25 0.23289 + 0,02005 v3.10

0.5 0,47220 * 0,04586 94.44

2. MeTon nimepenail

MeToanKka OCHOBaHa HA ONpeneneHii  BEWMECTBA C NOMOUIBIO BRICOKOWHeKTHRHOI
wnakocTHolt  xpomatorpadgun  (B3XX) ¢ ynstpadnoneToBbIM  RETEKTOpOM  nocae
rOMOreHH3NpOBaHHA AHANH3NPYyeMOro ofpasiia W3IMENLUEHHOTO XKapTOhens ¢ (PIOPHCHIOM.
nocaenyiouell IKCTpaKuMY KapbOKCHHA CHCTEMOIi pacTROPHTENER AUNSIOPMETAN-ARETON,

KonnvectsenHoe onpenenenhe TNPOBORHTCS “eToa0oM abconiomioli kamdponki.
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3. CpeacTra naMepennil, senoMoraTenbHule yerpoiicTna,

PeAKTHBSLI H MATEPHRABI
3.1. Cpedcmea usmepenuii

XunkoctHoR  xpomarorpad ¢ yabTpaHORETOBBIM
OSTEKTOPOM ¢ fiepeMenHoR Anruod Boausl (hupmst Waters,
ClIA)
Becnl ananntnueckie BJIA-200
Bectl nabopatopusie ofwero nashavenua, ¢ nanbonbuim
npenenom m3sewmsanug g0 500 r u npemenoM
nonycruMoil norpewsocryu +/- 0,038 r
Konfut mepnure 2-100-2, 2-250-2 ¢ 2-1000-2
Mepet macent
Munerku  rpanyuposanHele  2-ro  Knacca  TOMHOCTH
smectimoctsio 1,0, 2.0, 5,0 1 10 oM’
Hunuuapst Mepusie 2-ro Ki8cca TOYROCTH BMECTUMACTBIO
10, 25, 50, 100. 500 u 1000 cm®

Homep B Tocyaaperseition
pEeCTpE CPeACTS M3MepeHnil
15311-02

I'OCT 24104

TOCT 7328

rocCT 1770
rocT 7328
IOCT 29227

roct 1770

ﬂonycxae'rcn HCOOMBIOBRHHUE CPEACTB (3MEPEHHA C aHANOCHUHBLIMH WAH JiyudiiuMmy

XAPAKTEPUCTHIAMU.
3.2, Peaxmueot

Kapbokchn, awmanuTuueckui  cTaHgapT ¢ coaepwanuem 1 CO 7505-68
aeficrayiowero sewectsa 99.7% (BHUUXCIP, HIIK «Bnok-1n)

AUETOH, OocY
AUETOHHTPHA A XpoMATOrpadni, Xy

Bona neuounsosaxias uan neperdannan van KMnG,
Kucnota opro-pocpopuan, x4, 85%

MeTuaeH xnopuctelit (auxnopmetany, x4

Havpu# ceproxncanifi, Gessonuuiff, x4

rocr
TY-6-09-4326-76
FOCT 6709
FOCT 6552
TOCT 12794
FOCT 4166

Onopucua (60-100 mew), ancopbest ans xpomatorpadpuu

te®nyxan, LUseliuapns)

ﬂOﬂyCKﬂCTCH HCNONB3IOBAHNE DEAKTHBOB HHBIX Mpou3BOAHTENEH € aHATOMHYHOA 1Al

noaee BRICOKOR Kaanudukxauuei.
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3.3. Benomozamensuste ycmpodicmaa, mamepuanut

Boponky xonycHbie anametpoM 30-37 u 60 mm

[pywa peantosas

Konba kpyrnononusie Ha wnude BMeCTHMOCTbI0 250 T’
MenGpannupie punsTPe! KaNPOHOBLIE, AHAMETPOM 47 MM
Hacoc soaoctpyitus!ii

PekTHPHKAUHONHAA KOMOHHA C YUCIOM  TEOPETHHECKMX
Tapenox He mexee SO

Potaunonnsifi  Bakyymuslf  ucunaputens MP-IM  unu
pOTaUROHHBLIR BakyyMHBIA Kenaputems B-169 ¢upme Buchi.
Lilsefiuapus

Craxans! XHMIIYeCkHe, BMECTHMOCTbI0 100 . 400 cm’
CrexnopaTta

Crexnsunas kononxa paHoit 30 cM, BHYTPCHHHM QHAMETPOM
18 MM

CrexnsHuele nanoyxs

YeraHoBKa 20 IEeperoHKH PacTaopuTeneh

Habop nna dunerpauns pactsoputene yepes memBpany
XpomarorpadiHueckas KOAOHKA CTanuHam, AAKHCA 1§ oM.
BHYTPEHHUM QHameTpom 4,6 MM, cogepainaa Symmetry C18,
3EPHEHHEM 5 MXM

Winpiig s BBoaa o6pasuos ang muaxocTROro xpomatorpada

BMECTHMOCTHI0 50 ~ 100 Mm>

Honycxaetea npuMeHeHHe XPOMATOrpadMUEcKHX KGNOHOK H Apyrora oGopyRosadus

FOCT 25336

[ocT 9737

roCT 10696

TY 25-11-917-74

TOCT 25336

C  AHANOTHYHBIMH BIIK JTYHUIKMHY TEXHHYCCKHMH XapaKTepUCTHKAMY.

4, TpeGosanns GelonacHocTH

4.1. lpu ebinonHeHUH HaMepeHuil HEOBXOAMMO cobaronath TpeGuBAHMA (ENHUKN
GesonacHocTit fipy pabote ¢ xiMuyeckumyu peaktusamy no FOCT 12.1.007. rpe6osanin
anextpobesonacHocty npy pabore ¢ 3nexTpoyctasoskamu o FOCT 12.1.019, a taxke
TpeGoBanns. u3noueHHLIC B TEXHHIECKOH! JOKYMEHTALIHY Ha XHAKOCTHO# xpoMaTorpad.

4.2. floMelweHsie AOMKHO COOTBETCTBOBATL TpeGoBanuam noxapobelonacHocTn fio
FOCT 12.1.004 u umers cpeactsa noxaporywenus no FOCT 12.4.009. Coaepaantie

BPE/UIBIX BELMECTB B BO3AYXE HE NOJHKHO NPEBLHLATE HOPM, yeTanosnernnx [H 2.2.5.1313-
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03 «[penensuo-aonycTumsie xosnueurpaunn (1K) speansix sewects 8 so3ayxe pabGouet

3oHbm. Opranusauus obysenus paGoTHukos 6esonacroctd Tpyaa - no FOCT 12.0.004.

5. TpeGosanun K keannhHKARNK onepaTopon
K suinonsesrio uamepeHull A0NYCKaT CHEUKANKCTOB, UMEIOINX KBARAGUKALUIO He
wioke naGopanra-rneeneposarend, ¢ onsiToM paboTel Ha XHAKOCTHOM XpomaTorpade.
K nponmenenmio npofonmoaroTOBKH AOMYCKAKOT onepatopa ¢ Kaanu(Hkauueh

«nabopaHT, HMEIOLIEro onsIT paboThl B XUMHUECKOR nabopaTopuu.

6. Ycnosun usmepeuit

pit asinonuenyu uamMepeHuil coGMIORAOT CREAYIOLUKE YCNOBUR'

® NPOLECCH! NPUTOTOBASHMA PACTBOPOB M NOAroTOBKM Npol K aHanusy nposonst
npi TeMnepaType Bo3ayxa (20£5)°C u oTHOcUTenbHON BRAaXHOCTH He Gonee 80%.

¢ BLINONHEHME HIMEPEHHH HA JKHAKOCTHOM XPOMATOrpade HPOBUAAT B YCAVBHAN.

PEXOMEHIIOBRHHBIX TEXHH1ECKOR AoKYMeHTauueR x nprbGopy.

7. Hoarorosxa K& BLINOAHEH IO BIMEPEHHTT

Brinonnenwio  u3Mepenuit nNpEAMIECTBYIOT  CRERyIOWHE  OfMEpalMil  OYMCTYKA
opraHuyecknx pacraoputenel (npH Heo6XOAMMOCTH), NpPUroTOBNEHHE TPanyHpPOBOHHBIN
pacTBopoB,  noasNKHOA Qasbi ana BIXX. xoxanumuonuposanue xpoMartorpaduueckoit
KONOHKH YCTAHOBNEHHE MPafyHPOBOYHONR XapakTepHCTHKH,

7.1, [Todzomaoeka opzannyecKux pacmaegpumened

7.1.1 Oyucmia uyemonumpuny

AUETOHHTPHA KUNATAT € 0OpaTHLIM XONOAHNLHUKOM HAZ NMEHTOKCHAOM (ocdopa He
vesee | vaca, MOCAE HEro [IEPErOHSIOT  HENOCPEACTBEHHO Nepex ynorpebacHHeM
BUETOHHTPHI NMOBTOPHO NEPEroHAIOT Han NPOKaNeHHbIM KapboHATOM Kanus.

7.1.2. Ouuemra ayemona

7.1, Ousemka ayemona

Auetor neperousioT Han HeGonpwuM xomuuectsoM KMnO,; » npokanenrbM

KapOOHATOM KANMA HAH NOABEPraIOT PEKTH(HHMKAUHOHHON MEeperoHKe Ha KONOHHE C YHUCAOM

reOPeTHYUECKIX Tapenox we sexee 50.

—
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7.2, lTodzomasxa nodeuacnoit hazst dna BIXKX

B mepuyio konBy smectimoctsio 1000 cm® nomemaor 400 cm® anetonutpuna. 600
e’ nenonnsosannoit Boas B | cm® 85%-Hof op10o-ocGopHO KHCNOTH, NepeMElInBaloT,

(bHABLTPYIOT ¥ ALrazupyioT.

7.3. Konduyionuposarue xpomamozpachnyueckosi KoAOHKY
IMpoMsiBaloT KoaoHKY noaswxuol ¢asoil (npurotosnexnoll no n. 7.2) 8 Teyenne 30
MUHYT NP CKODOCTH NOJAYM PACTEOPUTENS | CM/MHH [0 YCTAHOBMEHMA cTAGumbHOR

6a30B0i1 MMRAK.

7.4. lTpuzomoenenue 2padyupososiviy pacmeopos i pacmaeopa 8HeCeH it
7.4.1. Hexoomuit pacmeop kapfoxcuna 01 2padyupogxu (voHyesmpayus | stesdy
B Mepuyio xanGy aMectumoctsio 100 cu® nomeiwaror 0,1 r xapBoxcina, 20Buist
R0 METKH AUETOMHTPHNOM, TUIATENbIEO MEPEMEILNBAIOT. PacTBOp XpaHHTCA B XONDAKNLHUKE
B TCHEHHE  3-X Mecaues.
Pacteopst Ne 1-5 rotopar oObeMHbLIM METOBOM  [YTEM  OCHLAOBATCALHUIL
pasfaBnenna HCXOAHOrO pacTBopa.
7.4.2. Pacmeop Mo | xapGoxcuna ona zpadyupossu (komyenmpayus 10 awnelery
B mepuyio xonby amecrumoctsio 100 eM® momemalor | e’ Hexoamuoro pacTaopa
xapGoKcifHa C koHuenrpatmeit | mr/em’ (. 7.4.1.), pas6apAAIOT AUCTOHATPHIOM 20 METKH.

Pacmop XPAHUTCA B XONOAKNIBHUKE B8 TEHCHKHE Mecaua.

7.4.3. Pafioxue  pacmeoper MNe 2-5  rapboxcuna ann  2padyupagru
(xomyenmpayun 0.1 - 1.0 wr2les’) B 4 mepuble xonbu BMecTamocTsIo 100 on’
nomemaiot no 1.0, 2.5, 5.0 u 10.0 cn® rpaxyuposousoro pacreopa Nel ¢ kouuentpauneh 10
mMxr/om’ (a. 7.4.2)), ZOBOAST A0 METKH NORBHKHOM pasofl (Rogrotosneruo# no m. 7.2.).
TIUATENLHO fEPEMEIHBAIOT, noayyaioT pafouue pacteopsl NeNe 2 - § ¢ kodueHTpauued
rapBokenna 0.1, 0.25, 0.5u 1.0 MKl‘/CMJ, COOTBETCTBEHHO.

PacrTBopsl xpansTcs B XONORHNBLHUKE HE Gonee 3-x CYTOK.

7.4.4. Pucmsop xapboxcuna Ona erecenns (Konyexmpayun 10 sxerc’) B MepH) R

? ucxommoro pacrsopa kapboxciiia ¢

Kxonby smecthMocTbio 100 cM® momewiaor 1 oM
xoHuenTpauuei | mries® (. 7.4.1)), pa3BaBamioT aleTOHOM 10 METKH. PacTBop XpaHuTCR B8

XON0AHABHUKE B TCHEHHE MecAaua.
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7.5. Yemanoanenue zpadyupoeounoi XapaKmepucmuaxu

'pagyspoBOYHYIO XBPAKTEPHCTHKY, BHPAKBIONYIO 3ABHCHMOCTD NAOIIANHM THKE (OTH.
eAMHALBI) OT KOHUEHTpaUNH KapOOKCHHA B PacTBope (Mxr/eM®), YCTaHaB/NHBAIOT METOAOM
abcomoTHoHK xanubposxu o 4-M  pactsopam Ana rpamyuponxn NeNe 2 - 5.

B umxexrop xpomatorpada ssogar no 20 MM® K&IKZOTO rPAXYHPOBOYHOTO PacTaopa
¥ AHANHIUPYIOT B YCROBHAX Xpomartorpaduposenia no m. 9.1. OcyuwecTenaior He MeRee 3-X
NAPANIENBHBIX Mamepennit.,

7.6. adzomosKa KonoNKY ¢ hropucunom

Hinxioio vacts crextsuHol xononxky anuno#t 30 ¢M, BHyTpeHHMM anamerpoM 18

MM YRTOTHRIOT TAMROHOM M3 CTCKNOBaTH, HacinawoT 2 r Gessosuoro cyasdara narpus,

csepxy nomewaror 1 r ¢aoprcuna,

8. OvGop npob
Or6op npob NPOMIBOANTCS B COOTBETCTBHH ¢ RpaBHnaMH, onperensuubiMy FOCT
700191,

Orobpannsle npoGel KapTOdens aHAMMIUPYIOT B AeHs 0TGOPA MAN XDAHAT NPH 4°Cp
TeyeHue 7-mm adedl. Jiim AnMuTENBHOTO XpaneHHR npobnl 3aMOPAXHBAIOT R XPAHAT B
MOPOIMNILHON KaMEPE LIPX TEMUEPATYPE HHUMNKE - 18°C.

Tlepent aHann30M KapTodenb H3MEILYAIOT (HE pasMOpaXIBan) Ha NOMOreHH3ATOPE HIIH
TEpKe ¢ MEAKKMH AuchKaMu,

9. BuInoJIHEHIIC ONPEXCHCHUS

O6pasen namenvyennsix wryGHeR xaprodens Maccoit 10 r momemnasoT B XuMnveckuit
CTRKaH BMECTHMOCTBIO 400 ci’, NOPUMAME PR NepeMEMKBARUK BHOCAT 15 r duopucuna,
NPOAO/KAIOT lepeMEIUHBaHHE RO JOCTHXECHHR CBIMYYEro cocroanus, 3areM mpoby
nepesocay (uacsinad HeSONLIIMMU TOPUKAMY Hepes BOPOHKY) B KONOHKY, IOATOTOBACHHYIO
no n. 7.5. 3anonHenHas KONOHKA HE MOMKHA coaepxaTh nycroT. Kononky cmawmpator 20
e’ cmech xnopHeTHIA MeTHACH-aUETOR (9:1, Mo ofveMy).

KapGoKeuH 3q1048pYIOT C KOROHKK 3T0# XKe cMechio ofnemom 130 cM? €O CKOpPOCTBIO 2¢
3 xanmu B CEKYHIRY "HCMOCPEACTBEHHO B KPYFNOAOHHYWO Koify BMecTuMocthio 250 oM u
YNapHBaIOT A0CYX2 HA POTZUMOHHOM BAKYYMHOM MCMApHTENe NPH TEMNEPAaTYpe HE BbIlE
40°C, Cyxoft ocTaToK B KONGE PACTBOPIOT B S-T CM MORBH¥HON a3k, NEPEMEMHUBAIOT 1

aHaTHIUPYIOT conepikanue xapboxcuHa no 1. 9.1.
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9.2. Yenosus xpomamozpapuposanus
JXunxoctnokt xpomarorpad «Breezen ¢ ynbtpaduroneTosbiM nerexropom (GupMa

Waters, CILIA)

Kononka cransnan mwmmnoft 150 mm, sryTpennuM nuamerpoM 4,6 mm, copepiainas
Symmetry® C18, seprennem 5 MkM

Temneparypa KONOHKH: KOMHATHAR

[Mopsaxmas dasa: aneromrTpun ~ soaa - opro-poctopnas kucioTa

(40:60:0,1, no obzemy)

CxopocTs noToKa 3smoenta: 1,0 cM/Mux

Pa6ouas annna sonnst: 250 nM

OGnem BROgMMON pobsl: 20 Mn’

OpHesTHPOBOYHOE BPEMs BLiXORA KapOoxeuna: 8,9 - 9,2 Man

JInneituniit auanason gerextaposanns: 2 - 20 nr

QOG6pasusl, rarowue nuky Gonsune, YeM rpagyMpoBodHL pacTBOp kapGokeuna c
koHueHTtpaumest 1,0 MKF/CM, pasGasnzior nogewxHoR Gasoft  (nomrorosncuuoi no
n. 7.2).

10, O6paGoTica PeIyALTATCB RHAMHIR
Conepxatine xapGoxcuta B npofe pacCUUTHIBAIOT 110 hopmyse:

AxV
X = cocuconconnann , TAC
m

X - conepxanue xapbokcuka B npoGe, Mr/kr;
A - KoHueHTpauus xapGoxcuus, HRAICHNAA N0 rPARYMPOBORKOMY Fpaduky, Mxr/ca;
V - 06BeM IKCTPAKTA, NOATOTOBACHHOIO ANA XPOMATOrpalpHpOBaHNS, em’;
m - Macca aRHANMU3HpyeMoro obpasua, I .
11. Kontpons norpemsiocts uimMepenuii
OnepaTHBlEIE  KOHTPONS MOIPEWHOCTY K BOCMPOH3BORMMOCTM  M3MepeHmit
ocywmectensercs 8 cooraserctauu ¢ FTOCT HUCO 5725-1-6. 2002 «Tounocts (npesunbKocTs
¥ BPEUM3BOHHOCTD) METONOB ¥ PE3YILTATOB UIMEPEHUMNY.
12, Paspaborunxu.
IOpnua T.B., ®@enoposa H.E, Bonkosa B.H,, - @OI'VH «®Oencpanbupifi HayuHstit

ueHTp ruruens) uM. @.$. Spucmana PocnotpebHansopar
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