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4.1.MeTtosl KOHTPONS. XUMHUIecKHe HaKTophl

Onpenenenue 0CTaTOYHBIX KONHYeCTB 3Ta00KCaMa
B BOJe, NI0YBe, 6oTRe B KAyGuAX Kaprodens,
AroAax BHHOIpaja ¥ BHHOIPAJHOM COKe MEeTOJ0M
Belcoko3dpexTHBHON KMKocTHOI XpomaTorpadun

Metogu4yecKue yKalaHHs
MYK 4.1.2403-08

1. Beoanas yacth

Toprosoe HaumeroBaHue: LGC-30473.

dupma npoussoaurens: CaMmur Arpo Erpona, JluMuTen.
JeicTRytomee BetiecTro: JTabokcam.,

CTpyKTypHas opMyna:

CH,CHs
H3CH20HN—</ :[ \
C
|
CN
(RS)-(a-umano-2-TH3HWI)-4-3THN-2~(3TUNaMKbo)-1,3-THazon-5-
kap6okcamun (IUPAC)
N-(1MaHo-2-THEHMIMETHT)-4-3TH-2-(3TWIAMHHO)-5  THasonkap6okca-
mun (CAS)
Mon. macca: 320,4
BpytTo dopmyna: Ci4H sN4OS;
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Xumrrgecky 9UCTHINA 3Tabokcam mpeAcTasieT coboii Genslil KpuCTan-
JMYECKMii NOPOLIOK ¢ TEeMIepatypoii IiaBnerus 185 °C, nasnenueM mapos
8.1x10 mPa (25°C).

Kos¢p¢umuent pacnpedeieHuA B CHCTeME H-OKTaHol-Bofa Kow I1gP=
2.89 (20°C, pH 7).

PacreopumMocTs B Boze 4.8 mr/mv’ (20°C), 5.2 mr/mv® (25°C, pH 7).

PacTBOpHMOCT B OpraHMYECKHX pacTBOPHTENLIX (c/m®, 20°C):
H-rentad — 0.000392; kcunon ~ 0.136; 1,2-gaxnopatan — 2.90; Metanon —
17.6; v-oxraHon — 0.374; aueron — 39.7; stunauetar — 10.6. Ctabunexn B
BOJIHBIX pacTBOpax mpu pH 4-9.

LDso s xpsic >5000 mr/kr. He MppHTaHT IUI1 KOXHA U a3 (KPOJHKH).
Huransuuonnas axTueHocTs LCso>4.89 Mr/mv’. He mokazan MYTareHHOH
AKTHBHOCTH B MHKpOGHOHOI‘H‘{CCKYD{ TECTAX M TCCTAaX Ha XXHMBOTHEIX.

O6aacTs NpHUMEHEHHS: TPOQHIAKTHYECKMH, JeyeOHBIN, TpaHCIAMH-
HAapHBIA ¥ CHCTEMHBIH GYHIHIMI, NPHUMERSETCA AN KOHTPONA OOMHIIETOB,
TAKHX, Kak MyIIHCTaA IUIECEHb Ha BUHOrpajie H KapTodene ¢ HOpMOH pacxo-
nma 125 — 250 r/ra. UarubuTop pocta ¥ CHOpOHOMeHMA TPHGOB.

FurueHrdeckue HOPMATHBE LA 3TabokcaMa B POCCHH He YCTAHORJICHBI.

2. MetoaHka onpefesieHus 3TabokcaMa B BOAeE, 1104Be, GoTBE
H K1y6HRx kapTodens, Arogax BUHOIPaja H BHHOTPAJHOM COKe
meToaom BIXKX

2.1. OciosHoble nonoxycenun

2.1.1. Obracms npumenenus u npunyun memoda

Hacrosguyii MOKyMEHT YCTaHaBIHBAaeT METOMMKY OINpeleNiecHHA OCTa-
TOYHBIX KOJMYECTB 3TabokcaMa B BOJ€E B AManasoHe koHueHrtpauwit 0.002—
0.02 mr/xr, mouse — 0.01-0.1 mr/kr, 6oTBe xapTodens — 0.02-0.2 Mr/kr,
KITyOHax xapropens ~ 0.01-0.1 wmr/kr, sromax BuHorpaga - 0.004—
0.04 mr/kr, BunOrpagaom coke — 0.004-0.04 mr/kr.

MertoaHka OCHOBaHa Ha oNpeAeyieHuH 3Tabokcama MeronoM BIXX ¢
UCronp30BaHHeM Y neTekTopa MoCHE ero M3BevMeHHUs u3 006pasuoB opra-
HHYECKHM PACcTBODHTENEM C MOCHeRyomeH 0uHCcTKO nepepacnpencneHueM
MEXMY IBYMA HECMEIINBAIOIIMMUCA PACTBOPHTENSIMH H Ha KOJIOHKE C CHIIM-
Karesuem.

2.1 2. Memponozuuecras xapakmepucmuxa memoda
Tpu cobmofeHHy BCEX PErnaMEHTHPOBAHHBIX YCIIOBHMIl NpOBelcHUA
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aHaJH3a B TOYHOM COOTBETCTBMH ¢ JAaHHOM METOXMKOM IOrpemsocTs (M ee
COCTARIIAIONIHE) Pe3yJILTATOB H3MEPEHHM NP J0BEPUTENbHON BEPOATHOCTH
P=0.95 He npesplmaeT 3HaYeHMH, IPUBEICHHBIX B Tabmume 1, 114 cooTBeT-
CTBYIOIIHX JHANIA30HOB KOHUCHTPALHIA.

Tabnuua 1
MeTposoruyeckne MapamMeTps
JnanasoH onpe- [loxasates, To4- CTanRapTHoe Tpeaen roc-
O6bexT | ZenseMeix KOH- HOCTH (maH::; oTKNOHeHuC | Emﬁio_ MpOM3BOAH-
aHaNRnr3a uCHTpaL[Hﬁ, (::(;HOC::::::;H) HOBTOPHCMO- OCTH pl' 0/ MOCTH,
Mr/KT rpcia % | cHon% 5 70 R.%
Bona 0002-001 100 52 146 26
Boaa 001-002 50 50 140 217
Ilousa 001-01 50 57 16 0 248
B(‘;‘:(‘:;’:;’I 0004 0 005 100 56 157 243
B(‘;*r*gl‘lfg“ 0.005-0 04 50 52 146 26
B“(‘;zkr’;m 0 004-0 005 100 55 154 239
B“(‘;‘é;‘;” 0005-0 04 50 51 143 22
K?gg‘;‘g’:)’"’ 002-01 50 53 148 29
K?g‘;‘;‘f:)’“’ 01-02 25 52 146 226
K&‘J’;‘g’;j" 00101 50 51 143 222

[TonHOTa M3BNEYEHHA BelLECTBA, CTAHHAPTHOE OTKIOHEHHE, [OBEPH-
TeNbHBIH HMHTEPBAJ CPENHEro pelyaprara g MOJHOrO AMAana3oHa KOHIICH-
Tpauui (n=20) npuseneHk B Tabnule 2

Tabnuua 2
JosepHTens-
AHanM3u- [Tpenen o6 Avanason Cpenuce CranzapTHoe | Hblif HHTEpBAR
- onpeaenseMbIX 3HAYCHHC
pyeMbtit HapyxeHu, OHUEHTpALH onpenene- OTKIIOHENHE, | CpeAHero pe
oObexT mr/kr KOHUEHTPALIMH, pe S, % IYNLTATA, &,
Mr/Kr Hugs % %
Bosa 0002 0 002-0 02 873 44 40
IMoysa 00} 00101 854 48 44
Buworpan } 4 54 0004 004 830 a3 39
(aroamt)
Buuorpan
(cox) 0004 0004-0 04 856 47 43
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Kaprogens 0.02 0.0202 80.5 45 41
(6otBa)

Kaprogens 0.01 0.01-0.1 83.0 43 39
{xTy6uu)

2.1.3. H3bupamenvnocmos memooa
HsbuparenbuocTs METONA O6ECNEYHBACTCA COYETAHHEM YCIOBHH DOA-
FOTOBKHY Ipo6 M XpoMaTorpayHIecKoro aHajum3a.

2.2. Peaxmusvr u mamepuanst

AueToH, ocHd, TY 6-09-3513-86.

AnetoHuTpui w1 BOXX, “B-230HM".

Bymaxubie Gpunsrpsl "kpachad fenra”, TY 6.091678-86.

Boga 6bupuctaiinpoBatHasi, AeHoHm3uposadHas, FOCT 6709-79.

JmTunosstit adup, 4., OCT 84-2006-88.

XKeneso (II) ceprokucioe, x.4., FTOCT 4148-78.

Kanuii yrnekudcnsii, X.9., TOCT 4221-76.

Kanus niepmanranar, 'OCT 20490-75.

Kansuua xitopup, x.4., FOCT 4161-77.

Kucnora oprodocdopnas, umn. (Ferak, epmammsn) mnm x4, FOCT
6552-80; 2M u 0.025M BoxHble pacTBOPSI.

Kucnota cepnas, x.u., FOCT 4204-77.

Harpuit cepuaoxucnelii 6e3poanstit, 4., TOCT 4166-76, cBexenpoka-
JICHHBI.

Hatpuit xnopucteiil, 4.0.a., FOCT 4233-77.

Hatpua raapoxcun, x9., FOCT 4328-77.

n-T'ekcan, x.4., TY 2631-003-05807999-98, ceexenepernanHslit,

Noaswxnaa dasza wia BOXKX: cMecy auerountpun — 0,025M opro-
docdopnas xucnora (25:75, no obrvemy).

Cwinkarenb IJIs KOJOHOYHOH Xxpomatorpadun 60 (0.040-0.063 mm)
(Merck, 'epmanun).

Crexitopara.

®Docdopa DEHTOKCHS, 4., MPTY 6-09-5759-69.

OmoedT Ne 1 ns konmoHouHo#H Xpomartorpadum: CMECh MeKCaH — JM3THIIO-
BBI# 3up (50: 50, no obremy).

Dmoert Ne 2 1S KOJIOHOYHOM XpoMaTOrpaduy: CMeCh TeKCaH — AHITHIO-
Bbli 3¢up (25:75, no obbeMy).

OrabokcaM, aHANHTHYECKUH CTaHAAPT ¢ CoaepKanueM J.8. 98%.
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2.3. Hpubops: u nocyda

XKunxocrueid xpoMarorpad “Anssaac” dupMel “Waters" ¢ Y@ netekro-
pom (Waters 2487) ¢ nerasaTopoM H aBTOMAaTHHECKHM MpoOOOTOOPHMKOM
WM aHATIOTU4HBIH.

Kononka Symmetry C-18 (250x4.6) MM, 5 Mxm (Waters, USA) wm
AHANOTHYHAS.

Ilpenkononka Waters Symmetry C-18.

Becsl ananurigeckue BJIA-200, FOCT 24104-2001 wiu ananormu-
HBIE.

I'omorenusarop, MPTY 42-1505-63.

Ycranoska yabTpasBykoBas «Cepbray, TY 3.836 008.

PotaumoHnublii HcrapuTent BakyyMHsiil HP-1M, TV 25-11-917-74 wnu
aHaNnorHYHbIN

Bunuctunnsrop.

pH-Metp yHusepcansuelit 9B-74, TOCT 22261-76.

Hacoc Bopoctpyitasid, MPTVY 42 861-64.

Konbel mnockomosHsle Ha wumgax KIUIS00 29/32 TC, T'OCT
10384-72.

Konbut kpyrnomormste Ha wmupax  KIUIS0 29-32 TC, TOCT
10384-72.

Bopouku naGoparoprsie B-75-110, TOCT 25 336-82.

Bopouxu nenutensisie BJ-3-250, TOCT 8613-75.

[Tunnaapsr MepHsle Ha 100, 250 # 1000 eM®, TOCT 1774-74.

Konfwl Meprsle Ha 25, 50, 100 1 1000 cv® , TOCT 1770-74.

Murerku Ha 1,2,5,10cM’, FOCT 22292-74.

Konouku crevinnsle (25x 1) cM.

2.4. Ombop u xpanenue npob

Ot6op npo6 nouss! mpousBofuTcA B coorBeTcTBMU ¢ FOCT 28168-89
«[Tousbt O160p npoby»; Boawl - FOCT P 51592-2000 «Bona Ob6mue Tpebo-
BaHus k otbopy npob»; xaprodens - TOCT 7194-81 «Kapropens ceexui
TIpaBuna npueMKH M MeTOLbI ONpeNeNeHus KayecTBay; BuHorpaga — FOCT
25896-83 «Bunorpan cBexwuii cronohil TexHudeckne ycnosus» s min-
TENLHOTO XPaHEeHHs MPOOLI MOYBLI NOACY INWBAIOTCSA MPH KOMHATHOH Temie-
patype B OTCYTCTBHE MpAMOro conHeyHoro cBera. CyxHe noyBeHHsie 06-
pa3ub! MOTYT XpaHHThECA B TeueHue rosa Ilepen aHanu3oM CyXyw MOYBY
APOCEUBAIOT Yepe3 CUTO ¢ oTBepcTUAMH AuaMeTpoM | MM. [Ipobst 60TBLI
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KrybHel kxaprodend, AroA BHHOrpafa XpaHAT A0 aHAMW3a B MOpPO3WIBLHOK
KaMepe npH Temueparype He bl -18°C B Tevenne Mecaua. Hepex aHaun-
30M HX roMOTeHH3UpYIoT. IIpo6E! BOMEI M BHHOTPAJHOTO COKA XpaHAT B XO-
JIOAWIBHMKE NIpH TeMnepaType 0-4°C B TedeHHE HEAeNH.

2.5. IToaroToBKa K ONpeEe/IeHHIO

2.5.1. [ToozomosKka u o4uCmKa peakmueos u pacmsopumenei

Iepen HaganoM paboTHl PEKOMEHIYETCH NPOBEPHTH SHCTOTY DpHMe-
HAEMEIX OpraHH4eckuX pacrsopurencit. st aroro 100 oM PacTBOPHTEIA
;Omnam B POTAlMONHOM BaKyyMHOM HCIADHTENe NpH TeMHepaType
+40 C 1o o6bema 1,0 cM’ K xpomatorpadupyor. Ilpu o6RapykeHuH Me-
IAIOIHX ONpeACNeHHI0 IpuMeceii OYHCTKY pacTBOpHTeNel NMpOM3BOIAT B
COOTBETCTBHH ¢ OOMENPHHATHIMH MeTOIHKaMH. ['ekcaH BCTPAXHBAIOT € HE-
60JIBIMMMH NOPIMAMH KOHIIEHTPHPOBAHHON CEPHOM KHMCIOTH 10 HpeKpame-
HHUA OKpalIHMBaHMsA CBEXEH MNOPIMU KUCIIOTHI, 3aTeM MPOMBIBAIOT BOJIOH,
2%-HBIM PacTBOPOM TMAPOKCHAA HATPHA M CHOBa BOJOM, JIOC/IE 4Yero ero
CyIaT Hall FHAPOKCHIOM HATPUA H TEPerousior. JIuaTiionsii a¢up (1 am’)
TPEBAPUTEIILHO BCTPAXMBAIOT ¢ 20 CM’ CBEKEIPHUIQTOBNICHHOIO pacTBOpa
xene3noro xKynopoca (30 r cynsdara xenesa B 55 cM® Bogb! € AOGaBICHHEM
1,5 r KOHUEHTPHPOBAHHOM CepHOM KHCIOTHI). 3aTeM AMITHNOBBIH 3Qup Ho-
CIACIOBATENLHO NPOMBIBAIOT 0,5 %-HLIM pacTROPOM INEPMaHTaHaTa Kanus,
5 %-HBIM PacTBOPOM IMAPOKCHAA HATPHA H BOMOM, Nociie Yero cymart Hal
XJIOPHCTHIM KaIbLHEM U NMEPErOHAOT. ALICTOH NEPEroHMOT Hall [IepMaHra-
HATOM Kanust i rotamoM (sa | AM° auerona 10 r KMnOgn 2 r KoCOs).

2.5.2. Kornouyuonuposanue konoxxu
Tlepen nHauanom aHanu3a konoHky (Symmetry C-18) KOHIHLIHOHHPYIOT
B MOTOKE MONBIKHOM (azel (I cM>/MuH) 0 CTaGIM3ALMHK HyNIEBON JTHHHK
B TeyeHue 1-2 4acos.

2.5.3. IIpuzomosnenue pacmeopos

s npurotosnenna 2M pactopa oprodocdopHoit kucnotel 200 r
98% (inu 225 r 87%) xpucrannnyeckoii H3PO4 moMematoT B MEPHYIO KOJ-
6y obbemom 1000 cv’, pacTBopstioT B 600 M’ THCTIUTMPOBAHHOM BOABI H
DOBOAAT 06BEM IO METKM IHCTHIUIMPOBAHHON BOLOH.

I_Um npurotosienua 0.025M pacrteopa oprodocdopHoit KHCJIOTH
12.5 cM® 2M pactsopa H;PO, BHOCAT B MepHyio koaby Ha 1000 cM® u no-
BOJAT O METKH JSHOHU3UPOBAHHLIM OHANCTHIULITOM.
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Hns nomyuerus 50%-ro BOOHOrO aueToHa B KONGE €MKOCTBIO
1m’eMermmBaot 500 cM® auetoHa ¢ 500 cm® JHCTHIUTHPOBAHHOM BOZBI.

Jna momydeHua 25%-ro BOOHOTO aUeTOHa B KONOE €MKOCTBHIO
1av’ cmenmaBatoT 250 oM’ aneTona ¢ 750 cM’ JHCTHILTMPOBAHHOM BObL.

Ans DpuUroToBNEHUs HaCHIMIEHHOrO pacTBOpa XJOpHfa Harpus 380 r
NaCl pacTopMIoT IpH BarpeBaHuH B 1 JI AMCTWLIMPOBAHHON BOHBI, OTY-
9eHHBIH pacTBOp QHILTPYIOT Yepe3 OyMaxKHEbi QHIBTD "KpacHas JieHTa".

Jlna OpHrOTOBJICHHA ITOABIDKHON (ha3kl CMEIIHBAIOT AIETOHHUTPHI C
0.025M pactBopoM optodocdopHOit KHCHOTH B COOTHOMIEHHM 25:75 mo
06BEMY, HCIIONb3y MepHBIe IIUIHAAPEH.

Ibm IIPHrOTOBJCHHA 3IMOEHTa Nel B xon6e wa 1000 c™® cMemmymaloT
500 cM’ H-TexcaHa K 500 cM° IMITHIOBOrO 3¢upa.

Jns npurotosnenns smoenta Ne2 B Konbe Ha 1000 cM® cMemmBaioT
250 cm® B-rexcana u 750 M’ AITHIOBOTO 3dupa.

IIpurorosneRne CTAHNAPTHOIO H rpajyHPOBOYHLIX PACTBOPORB:

BepyT Toqﬂylo HaBecKy 3Tabokcama (50 MI), MepeHOCAT B MEpHYIO
xon6y Ha 100 cM’, pacTBOPMIOT HaBecky B ALETOBMTPIIE M JIOBOIAT 1O
METKH (CTa}map-rm,m pacTBOp ¢ KoHHeHrpaumed 0.5 Mr/ oM ) I pauyupo-
BOYHBIE PAacTBOPHI ¢ kKoHueHTpamuamu 0.1, 0.2, 0.5, 1.0 u 2.0 mxr/cm’ roro-
BT METOJOM NOCI/IEI0BATENLHOTO pa3baBiienus no obbeMy, HCONE3ys pac-
TBOP MOXBIDKHOH dasel (cMech aueronuTpui — 0.025M oprodocdiopras xu-
cnota (25:75, no o6nemy).

CraHaapTHEl# pacTBOp MOXHO XPaHHTh B XOJIONWIBHUKE IPH TEMIepa-
Type 0—4°C B Teuenue | mecaua, rpagyMpOBOYHEIE PACTBOPE — B TEYEHHE
CYTOK.

Ipn u3yvyenuu NoAHOTHLI OTKPHIBAHHA 3TaboKCcaMa B Bozle, Noure, 60TBe
M KITyOHAX KapTodes, Srofax BUHOTPAAa H BHHOTPA/JHOM COKE UCIIONb3YIOT
AUETOHMTDHILHLIE PACTBOPL! BEUIECTBA. PacTBOpHI BHECEHHA C KOHLEHTpa-
wramu 0.1 1 1.0 MKI/cM® TOTOBAT 13 CTaHJ2PTHOTO pacTBOpa C KOHLECHTpa-
mieirt 0.5 Mr/cM® MeTONOM MOCNENOBATENLHOrO pa3baBleHms o 0GbeMy
ALCTOHUTPHIOM.

2.5.4. Hocmpoenue zpadyuposounozo zpaguxa
JIna f10cTpoeHNs rpagyupoBOHHOIO rpadika (Inowank MKa - KOHLEH-
Tpaims 3TaboKcaMa B paCTBOpE) B XpoMaTorpat BBOLAT 1o 5O MM’ rpagys-
POBOYHBIX PACTBOPOB (He MeHee 3-X MapayenbHbIX M3MEPEHHH A Kax10H
KOHUEHTPALKH, He MeHee 4-X TOYeK [10 AHaNa3oHy HM3MEpAEMbIX KOHUEH-
Tpaumi), U3MEPAIOT IUTOWALH NHKOB H CTPOAT rpadk 3aBUCHMOCTH Cpel-
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Hero 3HaYeHMs TIomAm THK2 OT KOHUEHTpauuy 31abokcama B rpagymnpo-
BOYHOM PacTBOpe (mxr/em’).

2.5.5. Hodzomoexa konOHKU ¢ cunuxazenem Ol OYUCMKU IKCMPaKma

B HIDKHIOIO YacTh CTEKIAHRON KOJMOHKHA JIHHOM 25 ¢M H BHYTpeHHHM
AMaMeTpoM | €M IOMEINAIOT TAMIIOH M3 ctemona"m 3aKpPBBAIOT KpaH U
BHOCAT CYCHEH3HIO 5 r cmukarens B 30 cM> CMecH TeKcaH — JHRTHIOBKIH
apup (50:50, mo o6veMy). JaroT pacTBOPHTENIO CTEUh ,uo BEPXHEro Kpas
copﬁem'a Konosky nociiefiopaTeNsHo npoMsBaoT 30 cM® amoenta No2 1
30 oM amoenra Nel co CKOpOCTHIO 1-2 KaIUIH B CeKyHAY, ITociIe Yero OHa
roroBa Kk pabore.

2.5.6. Ilposepka xporamozspagduueckozo nogedenus smabokcama
HQ KONIOHKE C Cunukazenem

B kpyrnogonHyio konby emkoctsto 10 cm’® orbupator 0,1 cM® cran-
JapTHOTO pacTBopa 3TabOKcama ¢ KoHuenTpauueii 10 mer/cm’. OtayBaoT
pacTBOPHTENH TOKOM Temxoro BO3MyXa (TeMmrepaTypa He Boime 40°C), ocra-
TOK PACTBODSIOT B 5 cM® 3/m0enTa Nel H HaHoCAT Ha kosoHky. Konby o6MEL-
BaIOT ewle 5 cnf amoeHTa Nel M Taioke BHOCAT Ha KOJNOHKY. Hpomsmaxor KO-
noBky 30 cM® amoenTa Nel, koTopbie oTGpackBaroT, 3aTeM 100 cM® 3moenTa
Ne 2 co ckopocTsio 1-2 xamwta B cekyHny. OtGuparor ¢pakuus o 10 oM’
KaX[ad, BHIIIApHBAIOT, OCTATOK PacTBOPIOT B 2 CM’ HOABHXHOH ¢a3sl A
B3XX (m. 2.5.3.) u ananu3npyoT Ha cofiep>kaHne 3TabokcaMa (11. 2.6.5).

PpakuHH, cogepxaiie 3tabokcam, 06LEIMHAIOT, BHINAPHBAIOT AOCYXa,
OCTaTOK PacTBOPSIOT B 2 CM° MOABIVKHOG (a3bl i BOXX H BHOBS anamu-
3upyroT (. 2.6.5.). PaccuuThIBalOT coaepxanHe 3Tabokcama B 3moarte, Of-
peleliss MONHOTY BHIMBIBAHMS BEMIECTBA U3 KOJIOHKH W HeoOXONMMBIH UiA

3TOro obbBeM 3MIOEHTA.

Ipuameuanue: napameTpsl yAepxHBaHus 3TabokcamMa H COMYTCTBYIOIMMX 3KC-
TPaKTHBHBIX BELICCTB MOTYT MCHATLCA NPH HCNOJB30BaHUK HOROH MapTHu copbeHTa H
pacTBOpHTENCH.

2.6. [Tpoeedenue onpedenenun

2.6.1. Hzenevenue smabokcama uz npob 6006 u 6UHOZPAOH020 COKA

Hepeu fpoBelcHUEM aHanu3a rpoby BHHOTPALHOIO COKAa OOLEMOM
50 e’ nosoasT 10 o6bEMa 100 cm’ macrwmupoaaﬁﬂou BonoH. ITpoby Boan!
wiH pa3GareHHOro coka 06bEMOM 100 M’ NOMEIIAIOT B KOHHYECKYIO KOJI-
6y emKoCTbiO 250 CM® K SKCTPAFHpYIOT 31aboKCaM AMITHAOBBIM 3BUPOM
TPWKB! IOPUMAMH 110 50 ¢M’, BCTPAXMBAA CMECh KXl pa3 B Te4EHME
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2-3 MHH u cobupas BepxXHMU 3QEpHBIH cHoi.* OObeAHBEHHBIA 3KCTPaKT
NPOMBIBAIOT B nenmcm;noﬁ Boponxe 0.025M pacteopoM NaOH meaxas!
nopIAMH 1o 25 oM, BCTPAXHRAs CMECh KOKHBIH pa3 B TeUeHHe 2—3 MHH U
cobGupas BepXHHi 3¢J;{p}{bm Croif. DKCTpakT MpPONYCKAIOT Yepes cnoﬁ bes-
BOJHOTO cynbdata Hatpus (2 1), ocymuTens npoMeisaoT 10-15 cM’ quaTh-
nosoro 3¢mupa. ITocie 3TOr0 3KCTPaKT BHIIAPHBAIOT JOCYXa Ha POTALMOH-
HOM uclapuTesie Mpy Temmeparype He Buime 40°C. Ilpu neo6xomumocTH
NPOBOJAT NONOJHHTENBHYIO OIHCTKY 3KCTPakTa Ha KOJIOHKE ¢ CHITHKarejeM
no myBHKTy 2.6.4.
?'xon OCTaTOK PACTROPAIOT B 2 M’ MOABIOKHOH dazsr mis BOXKX u

50 MM~ pacTBOpa BROMAT B XHAKOCTHEIH XpoMarorpad.

BHumanue! OTHeneBHe BOMHOrO CNOs CHEXYET MPOM3BOAMTL TOMLKO
T0CITe MOTHOTO PACCROCHHA XHAKOCTEH B ReNMATCABHONR BOPOHKE.

2.6.2. Hzenevenue smaboxcama u3 npob 1200 gunocpada

I'oMoreAusupoBaunrie APOOL Arol mHorpana Maccoit 50 r novxemamT
B KOHHYECKYIO KOJIOY eMKOCThIO 250 o u SKCTParupyroT 3rabokcam 50 o’
75%-Horo BOJHOTO aUETOHAa Ha YABTPA3BYKOBOH YCTaHOBKE B TeUeHHE
15 muH. CycneHsmo QUALTPYIOT deped SyMaKHBIE GUIBTp "KpacHas NeH-
Ta". Ocamok ¢ QuiIbTpa KONHUYEeCTBEHHO NEPEHOCAT Hasal B koiby. Dkc-
TPaKIUI0 MPOBOAAT eu€ ABaXAnl. OObeAHHEHHBI! 3KCTPAKT YIIapHBAIOT Ha
POTaLMOHHOM HCHApHTeNe NpH Temnepm'y?e 6amu ne Brime 40°C o mon-
Horo ynanenus auerosa (o6bem 50-60 cm”). ObBEM 3KCTpaKTa JOBOIAT AO
100 cM® poGasnenuem OucTHnnupoBanHO# Boapl. IloiydeHHSIH pacTBOp
buneTpyroT Yepes SyMaxHbi GunbTp Kpacuax nenTa”. PacTtsop nomewa-
10T B JICMTENBHYIO BOPOHKY 06BEMOM 250 oM’ | SKCTparupytoT arabokcaMm
RHSTHIOBBIM 3GHPOM TPHXIb NOPLMAMHA N0 50 cM’, BCTPAXHBAA CMeCh Ka-
XAl pa3 B TedeHHe 2-3 MUH M coOHpas BepXHMH 3qmpmm cnoit.* O6pe-
JMHERHBIH 3KCTPAKT NPOMBIBAKT B uenu'renbﬂou Bopouke 0.025M pacrso-
pom NaOH RBax /6 NMOPUHAMH 110 25 CM’, BCTPAXUBAA CMECh KaXcIbiA pa3 B
TeyeHue 2—3 MUH ¥ cOOMPpas BepxHuii IGHPHBLHA col. DKCTPAKT MpoITycKa-
0T Yyepe3 cnoii He3roaHOro cynbdara HaTpys (2 I), OCYIUHTENb NPOMLIBAIOT
10-15 cM® musTrOBOTO 3hHpa. [Tocse 3TOTO IKCTPAKT BHINAPHBAIOT 4OCYXA
HA pOTallOHHOM HCHapuTesle npu Temnepatype He Beiwe 40°C. Jlanbhedi-
IIY}O OYHCTKY 3KCTpakTa MPOBONAT N0 MyHKTY 2.6.4.

Bunmarine! OtneneHue BOHOro ciof CIEAYeT MPOH3BOAUTL TONBKO
nocine NofHOTO PaccOEHHA KUAKOCTEH B IETHTENILHON BOPOHKE.
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2.6.3. H3gneuenue smaboxcama u3 npot noues,
b6omevt u xknybreit xapmogens

T'oMoreHu3HpoBagHble Npobel kaybHell kaprodend, Bo3AyiHO-CYXOH
nousk! Maccoit 20 r wid 60TBH KapTodens maccoit 10 r moMewaoT B KOHH-
geckyro konby eMKocThio 250 M’ 1 IKCTparHpyioT stabokcaM 50 cM® 50%-
HOI'C BOJHOIO alleTOHa Ha YJIbTPa3sBYKOBOH yCTAHOBKE B TedeHHe 15 MHH.
Cycnensuro ¢UIbTPYIOT 4epes GyMaxHblil QuibTp "KpacHas nenta”. Oca-
IOK ¢ (GHIBTpa KONMYECTBEHHO IEPEHOCAT Has3ajl B Kolby. DKCTpaKLHIO
ApoBOAAT ewE ABaxapl. O6beRMHEHHBIH IKCTPAKT yMapHBAIOT Ha pOTald-
OHHOM HCIIapHTeNle NMpH TeMieparype Gauu He Belme 40°C o 1mosHOTO
yhanenus auetoHa (obvem 70-75 CM3). O6BéM 3KCTpakTa NOBOAAT HO
100 cm’ noGaBneHueM OUCTUIIMPOBAHHON BOABL. PacTBOp MOMEIAIOT B Jie-
JIATENLHYIO BOPOHKY 06B&MOM 250 oM u 3KCTParupyioT 3TabokcaM IU3TH-
70BBIM 3GUPOM TPHXIB! MOpLMAME 1O 50 cM’, BCTPSAXMBaA CMeCh KaXKIbIH
pa3 B TeueHHe 2—3 MUH U cobupast BepxHUU >upHBIE coit.* O6beauHER-
HBI 3KCTPAKT NPOMBIBAOT B JenuTeslsHON BopoHke 0.025M pacrBopoM
NaOH IBasns! OPUMAMH 10 25 CM°, BCTPAXHBAA CMECh KaXKbIHA pa3 B Te-
yeHHe 2-3 MHH M cobupas BepXHUA 3OMPHEIA cIoH. DKCTPAKT [POMYCKAIOT
Yepe3 cnoit GessomHoro cynsdara Hatpui (2 r), OCyIIMTENs NPOMBIBAIOT
1015 cm’ musTHITOBOTO 3¢Hpa. [Tocie 3TOro IKCTPAKT BHIMAPHBAIOT KOCYXA
Ha POTAaUMOHHOM MCNIapuTeNe NpH TeMmiepatype He Boime 40°C. HanbHei-
LIYIO OYHCTKY 3KCTPAKTa IIPOBOIAT N0 TyHKTY 2.6.4.

Baumanve! OTHeneHHe BOAHOrO CJIOA CAEXYET NPOUIBOAUTL TOJLKO
TIOCJIE TIOMHOTO PACCIOEHHA KUAKOCTEH B AENHTENLHOH BOPOHKE.

* B ciyyae 0bpa3oBaHHA CpPaBHUTENbHO CTOMKMX 3MYIbLCHH AJA CO-
KpallleHHsd BPEMEHM pacCloeHys (Ha CTalMH M€Pe3KCTPaKUMH H3 BOMHOTO
pacTBOpa B JHSTIVIOBBLM 3hUp) B NENHTENRHYIO BOPOHKY MOXHO N0OaBHTH
HACHIMEHHBII pacTBOp X10pKaa Hatphs (15-20 c’).

2.6.4. Ouucmxa na xononxe ¢ cunuxazenem

Cyxoii octatok B konbe, nomyueHnsli Mo m.a. 2.6.1-3, KONH4eCTBEHHO
TIEPEHOCAT [BYMs TOPUMAMH N0 5 CM’ CMECH TeKCaH — JUITHIOBHIH 3Up
(50:50, no o6weMy) B KOHAUUHORHPOBAHHYIO XPOMATOrpadHueckyro KOJNOH-
Ky (n.2.5.5). TlpompisaroT konouxky 30 cm’ 3moenta Ne 1, koropelit oTOpa-
CHIBAKOT. DTabOKCaM 3MOUPYIOT 75 cM’ dmoenTa Ne 2, cobupas 3/10aT B rpy-
eBHAHYIO Konby eMkoctsio 250 cM’. Pacteop BLINApUBAIOT JIOCYXa B
BaKyYMHOM pOTALMOHHOM McCniaputene npi Temmneparype He Boiie 40°C.
CyX0il 0CTaTOk pacTBOPSIOT B 2 CM' NOABIKHOM (assl s BIKX u 50 vy
pacTBOpa BBOIAT B XXHAKOCTHLIT XpoMaTorpad.
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2.6.5. Yenosun xpomamozpaghuposarus

XKnpxoctreiit xpomatorpad "AnmssHc” GupMsl « Waters» ¢ Y petek-
topoM (Waters 2487), cHabXEHHDBIH AerazaTopoM, aBTOMaTHYeCKHM NMpobo-
OTGOPHHKOM M TEPMOCTATOM KOJOHKH HITH JPYroil ¢ aHaJIOrM4HbIMH XapaK-
TEPUCTHKAMH.

Konoxka Symmetry C18 (250x4.6) MM, 3epHerne 5 Mkm (Waters, USA)
WIK aHaTOTHYHAA.

Temnepatypa kononku 30+1°C.

IMpenkononka Symmetry C18 mnist 3almuThl aHANMATHYECKOH KONOHKH.

Tonmpwkuas dasa: aneroHurpin — 0.025M oprodochopras kuciaora B
00BeMHOM COOTHOMEHHH 25:75.

CKOpOCTE TOTOKA 3MOeHTa: 1 M /MHUH.

Pabouasd pnxHa BoSHB! 235 HM.

O6neM BBOIMMOM POBEL S0 MM°.

Bpems ynepxusanys stabokcama 11.6 + 0.2 mun.

Jlnmeiirnii nuanason netextapoBanns 0.1 — 2.00 Mxr/cy’.

2.6.6. Obpabomxa pesynvmamos ananusa

KonnyecTBeHroe onpejeieHHe NPOBOAAT MeTogoM abcomoTHoH rpa-
IYMPOBKH, CofiepkaHMe 3Tabokcama B 00Opas3uiaX, BOIbI, MOYBLI, GOTBBI M
xrybHed kaprogens, Aromax BHHOrpana M BHHOrpamHoM coke (X, Mr/kr)
BBHINMCIISIOT Tio GopMynie:

S;-C-V
S P

rae Si- Iiomagh Mika 3Tabokcama B CTaHIAPTHOM PacTBOpE, MM,

S;- iomags nuka >TabokcaMa B aHANU3MPYCMOi ipobe, MM;

V - 06bE€M npobkl, NOAFOTORNEHHOM I XPOMATOrpadMyecKoro aHany-
33, eM’;

P - HaBecka aHanu3upyemoro obpasua, r, Iy BOXE! M BHHOTDAAHOTO
coka — 06BEM B cM°;

C - KOHUEHTpaUHA CTaHJapTHOTO pacTBopa 3TabokcaMa, MKr/cn’.

Copnepanue OCTaTOYHBIX KOAHYCCTB 3TafokcamMa B aHANH3HPYEMOM
obpasue BLIYUCAAIOT KaK cpefHee H3 2-X NapaNEnbHbIX ONpeneneHuil.

O6pasupt, ratoiye MHKA HObIINE, YCM CTAaHAAPTHBIH pacTBOp 3Tabok-
cama 2 MKr/cM’, pa36aBasioT noaBKAHOH dasoi s BIXX.
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3. [Hposepka npHeMIeMOCTH Pe3yaLTATOB
napaieabHbLIX onpeNeaeHnid

3a pe3yNbTaT aHanM3a NPHHHMAIOT CPeHEe apHMETHHECKOe pe3yiib-
TaTOB ABYX NapalIeNbHBIX ONpeleSieHuil, pacXokAeHUe MexXIy KOTOPHIMH
HE ITPEBbINIAET Mpedena HoBTopaeMocTH(1):

2 [Xl—le 100
-------------- - <r m
(Xx +X5)
rae X, Xz — pesyneTaTsl napauienbHbX ONPEASNeHHH, MIVKT;
I — 3HaveHKe npepena nosropaeMoctH (r = 2.8a;).
Tpu nesnmonHeRHH ycnoBua (1) BHIACHAIOT NPUIHHE! HPEBbUICHUA
npejena DOBTOPAEMOCTH, YCTPAHAIOT UX M BHOBE BHUTONHAIOT aHANHS.

4. OdopMiieHHE PE3YNbTATOB

Pe3ynbrar aHanH3a NPeACTABAAIOT B BHIE:

(X + A) Mr/kr nipu sepostHocTH P=0.95,
rae X — cpenHee apupMeTHYECKOE PE3yJIbTATOB ONpeaeNeHlH, IPU3HAHHBIX
ApHEMICMBIMH, MI/KT,
A ~ rpanuna abcoMOTHOM NOrPEIIHOCTH, MI/KT;
=8*X /100,

& —~ rpanuMna OTHOCHTENEHON MOrPENIHOCTH METOAHMKH ([IOKa3arTeNnhb
TOYHOCTH B COOTBETCTBUH C [HANIa30HOM KOHLEHTpaLuit). %6.

B ciygae, ecnn cojiepkanpe KOMIIOHEHTa MEHee HIDKHEH TIpaHULb!
JHana3oHa ONPEAENAEMBIX KOHUEHTPaLMH, pe3yAbTaT aHAIK3a NIPEICTaBNA-
IOT B BHJE:

"cofepXanue BelllecTsa B npode «MeHee HIWKHEH rpaHuupl Onpesese-
Hus (HanpuMep: Menee 0.005 mr/ir*, roe *-0.005 Mr/kr — npenen obuapy-
KEHUA).

5. KoHTpons KauecTsa pe3yibTATOR M3MepeHHil

OnepaTUBHbIF KOHTPOL NOrPEUIHOCTH U BOCIIPOU3BOLAHMOCTH H3MEpe-
nuf ocywecteasercs B coorerctBUM ¢ 'OCT P HCO 5725-1-6-2002
«To4HOCTE (MPaBWIBLHOCTL H NMPEUH3HOHHOCTH) METONOB ¥ Pe3yJIbTaTOB U3~
MEpEHUIny.

CtabuwibHOCTb pe3ynbTaTOB M3MEPeHME KOHTPOMMPYIOT fepen
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NPOBEACHHEM H3MEPEHUM, aHANM3UPYA OJWAH H3 IPagyHpPOBOYHBIX PAcTBO-
poB.
5.2. IlnaHoBeI# BHYTpAIaGOPATOPHEL OMlepaTHBHBIA KOHTPONE Mpoie-
JIypHl BHITOJIHEHHS aHaNU3a IMPOBOANTCA C IPHMEHEHNEM METoja 106aBOoK.
BemrunHa no6aBku Cp MOJDKHA YHAOBIIETBOPATH YCIIOBHIO:

Co =Anx+Ax,

rae £ A ,x (£ Ayx ) — XApaKTEPHCTHKA IIOTPENHOCTH (abComOTHAA o~
IPEIIBOCTh) Pe3yNAbTaTOB aHANH3A, COOTBETCTBYIOLIAX COAEPKAHUIO KOMIIO-
HEHTa B HCMbITyeMoM obpasie (pacdeTHOMY 3HaUEHHIO COlePXKaHH KOMIIO-
HeHTa B o6pa3iie ¢ f06aBKOH, COOTBETCTBEHHO), MI/KT; IPH 3TOM:

A,=%x084A,
rae A - rparrua abcomOTHOM MOTPeIHOCTH, MI7KT:
A =5*X/100,

8 — rpaHHna OTHOCHTENBHOH MOIPEIIHOCTH METOAWKH (IoKa3aTeab
TOYHOCTH B COOTBETCTBHH C HHANa30HOM KOHIEHTpawi), %.

PesynpTar KOHTpONA mpouexypst Ky paccuHTHIBAIOT O hopMyJie:

Kl=x‘_x'°caa

roe X', X, Cz - cpennee apupMeTHIECKOE pe3ynbTaToB HapAIENLHbIX
onpeseneHnit (MPH3HAHHBIX MPUEMIIEMEIMHU N0 N1.4) COAepXKaHUst KOMITOHEH-
Ta B 06pa3ue ¢ nobaBkol, HCIBITYeMOM 00pa3lie, KOHLUEHTpalyis A06aBKH,
COOTRETCTRBEHHO, MIVKT.

HopmaTtur koBTposia K paccauTemaroT 1o ¢popMyne:

K=Valx +A%x
IlpoBOnAT coOMOCTaBJleHHe pe3yiibTaTa KOHTpons npouexyps (K) ¢
HopMaTHBOM KoHTpond (K).
Ecnu pesynbTat KOHTPOJIA NPOLEXYPh! YAOBRETBOPSAET YCIOBHIO

[Kel <K, @

OpoUenypy aHaIH3a NPU3HAIOT YAOBIETBOPHUTERbHO.

[lp# nembimonHenuu ycnoBus (2) Npouexypy KOHTPONS NOBTOPSIOT.
[Tpu noBTOpPHOM HEBHLINOTHEHUH YCNOBHsA (2) BLIACHAIOT (IPWMHHBI, [IPHBO-
ASlIME K HEYNOBJETBOPHTENbHLIM pe3ybTaTaM, H NPUHUMAIOT Mepbl K HX
YCTPaHeHHIO.
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5.3. TIpoBepka npueMIIEMOCTH pE3YJILTATOR H3MEPEHMI, IIONYHCHHBIX B
YCJIOBAIX BOCTIPOU3BONMMOCTH:

PacxoxneHne Mexcy pesyibTaTaMH H3MEPEHHH, BBIIIONHEHHBIX B IBYX
Ppa3sHeIX AaGopaTopHAX, He JOJDKHO UPEBHLINATL Npefena BOCHPOH3BOANMO-
cta (R):

2- | X;—-X;]- 100
i L 3)
X1 +X3)

rae X, X» — pe3ynLTaThl M3MEPEHMii B ABYX pa3sHbX naGopatopusix,
MI/KT; '

R — mpefien BOCOPOM3BOMXHMOCTH (B COOTBETCTBHM C HAHANa30HOM KOH-
UeHTpauui), %e.

6. TpeGoBarus TeXHHKH Ge30MMacHOCTH

[Ipu nposenenuu paboTst HeobxoauMo cobironarts TpeGoBanus Ge3o-
TIaCHOCTH, YCTaHOBJIEHHBbIe JUIA paboT ¢ TOKCHUHBIMH, EJKHMH, JIETKOBOC-
mwiamensoIiMUces Bettectsamu ('OCT 12.1005-88).

Ipy BBIIOJHEHHH H3MEPEHHUI ¢ HCMOIB30BAHHEM KHAKOCTHOTO XpoMa-
Torpada 1 pabore ¢ 3JIEKTPOYCTAaHOBKaMH COGJIOZATh NpaBHWiIA JIEKTPO-
6esonacHocTd B cootBeTctBuE ¢ T'OCT 12.1.019-79 B MHCTpyKUMsIME O
SKCIUTyaTaluy npudopos.

TTomemenye 1abopaTopHy KOMKHO COOTBETCTBOBATh TPeOOBaHISIM MO-
’apHo# 6ezonacHocTH o ['OCT 12.1.004-91.

7. Tpebosanns K KBaJRGHKANHH ollepaTopa

M3mepenns B COOTBETCTBUH € HacTOAILEH METONMKOM MOMKET BHINON-
HATH CNEIHATHCT-XUMUK, HMEIOLMIT ONBIT paboThl METOAOM BHICOK03( ek~
THBHO# KIIKOCTHOM XpoMaTorpadun, 03HAKOMIIEHHbIH ¢ PYKOBOJACTBOM TIO
3KCIUTyaTalulH XpoMaTorpada, OCBOMBIIMA AaHHYIO METOAHKY W MOATEEp-
JMBUINH 3KCMEPUMCHTANLHO COOTBETCTBHE IOJIyYAeMEIX PE3yNLTaTOB HOp-
MaTHBaM KOHTpOA MOrPeWHOCTH H3MEPEHHMII 110 1. 5.

8. Paszpaborunku

Jomxenxo B.H., Unbynrsckas U.A., I03uxuu O.C. Beepoccuiickuii Ha-
YYHO-HCCNENOBATENBCKUI MHCTUTYT 3alMThI pacTeHnit, Cankr-IleTepOypr.
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