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4.1. METO/TbI KOHTPOJISL. XAMUYECKUE GAKT! e'rﬁr

ONPEAEJEHAE OCTATOYHBIX KOJAYECTB PHMCYJb®YPOHA
B KJIYBHSIX KAPTO®EJS METOXOM BEICOKO3®®EKTUBHOMN XHAKOCTHOH
XPOMATOIPA®HA

Meronuyeckne ykazaHus
MYK 4.1.2/74 07

1. Beoanas yacTe
Toprosoe BanMeHOBaHNeE: PrMyc
®upma perucrpant: 000 HITT «Arpycxam»,
JeitcrByromee BemecTso: pumcynsdypoH.

CrpykrypHas (opmyna: OCH
3
—=N N=—=
\ / SOzNHCONH—<\ /
N
SO,CH,CHs OCH,4

144,6-mneroxcamupyvumue-2-11) -3-(zrncynbGormn-2-mpuarmcymgoru)Moyesnna (TUPAC).

Mon. macca: 431,4

BpyrTo dopmyna: Cr4H17Ns01S;

Xumueckn TucTHit puMcymbgypoH npeacTannser cobolt GecupeTHbIC KPHCTALUTH ¢ TCMIEPATYPOR
nnasnenns 172-173°C, naenennem mapos 1.5x10° MPa (25°C).

Koappruuent pacnpenenchna B cucteme H-oKTanon-sofa Koy 1gP=0.288 (pH 5), -1.47 (pH 7).
Pacrsopamocts B Boxe: npr 25°C <10 mr/m; 7.3 r/n (Sydepauni pactsop, pH7). Xopomo
PACTBOPHM B aNETOHUTPAIE, MXIIOpMeTaHe i Xiuopodopue,

Trapomus (25°C), DTso: 4.6 ana (pH 5), 7.2 yas (pH 7), 0.3 mus (pH 9).

I'pynna Toxciranocty no BO3 - U; LDsg juna kpric >5000 mr/kr.,

O6nacTs NpUMeHEHAd: NOCHEBCXONOBHM CHCTeMARE repbumug, sddextaeuuit B Gopsbe co
3NAKOBRIMY OAHONETHHMH H MHOTONETHHMH COpHAKaMH. McnonsayeTcs Ans 3ampTe KyKypy3sl,
KapTodens # TOMaTOB.

Iaryennyecxkue HopMaTHBR A% puMCyIbyponra B Poccun:

MAY ans pumcymsdypora b kaprodene — 0.01 mMr/xr.
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2. Meronura onpefesenna pumMcyabdyposa B KayGnax xaprodieas meronom BIXKX

2.1. QcHOBHEIE MMOJIONEHHUR
2.1.1. O6nacTh NPHMEHEHHA B NPUHLMI MeTOAA

Hactosmuit ROKyMEHT YCTaHaBNMBacT METOAMKY ONpeleNcHMs OCTATOMHBIX KONHYECTB
prMcyms(yposa B xiySHax xaprodens B uanasone xonuentpannit 0.005 -0.05 mr/xr.
MeTonuKa OCHOBAHB Ha OnpeneieHuy puMmcynsdypona MeToroM BIOXX ¢ ucnonrzosanuem V@
AETEKTOpa MocHe ero mnjeveHus A3 06palnos OPraHHYUECKHM PacTBOpHTENEM ¢ IOCRCAYIOmEH
OWHCTKOX NepepacHpeNeNecHUEM MEKKY ABYMA HECMCWIHBAIOUIMMHCA PACTBOPHTCHAMH # Ha
KOJIOHKE ¢ CHAMKATETIEM,

2.1.2. MeTponorageckue XapaxTepaCTAKRH

{Ipu co6monmeHMH BCeX PpErnaMCHTHPOBAHHEIX YCNOBHA NPOBEACHWA aHANUIA B TOWHOM
COOTBETCTBUH C HAHHON METONUKOH NOTPEHIHOCT, (M ¢ CQCTABIIOIONE) PL3YRETATOR HIMEPCRUH
NpH RoBepHTeNnsHOH BepoATHOCTH P=0.95 He npeprimacr sRaveAnil, npuBencrHLIX B Tabmuue 1,
JUISL COOTBETCTBYIOLUHX ANAIIA30HOB KOHICHTpauui.

Tabnuua 1
Mertponoruaeckue napaMeTpst
O6BeKT HAnanazon Tlokasarens Cranpapraoe Ilpenen fpenen
aHanmM3a | ONpEAesIACMBIX|  TO4HOCTH OTKJIOHEHHE NOBTOPAEMOCTH, | BOCIIPOH3IBO
xoHnenTpanmii,| (rpanmEua NOBTOPACMOCTH, 1, % ABMOCTH,
Mr/er OTHOCHTENSHOH G, %o R, %
NOrpetrHocTH),
+3, %
KryGHH 0.005-0.01 100 14.0 39.2 19.7
KyGHH 0.01-0.1 50 6.4 17.9 12.8

TTonrHoTa W3BNEYEHHS BEIMECTBA, CTAHAAPTHOE OTKIOHCHHE, MOBEPHTENLHAINA KMuTepBaN CPERMETO
PE3YNETATa V1K NIOJHOTO0 AHAna3ona kouneHTpaimst (n=20) npueeseHst B Tabnume 2.

Tabnnua 2

TTonxoTa A3BNEYEHNS PHMCYNIbGYPOHA, CTAHIAPTHOE OTK/IOHEHHE, AOBCPHTENBHEIN HuTEpBAN
cpenHero pesynstata g n = 20, P = 0,95

Anannsn Tpeaen Juanazon Cpennee Crannaprroe| Hosepurensanii

pyemsili | ofmapymkenus, | onpenenaeMux 3HaYeHHe OTKIIOHEHHE, | HHTEpBa CPEAHErD

06neKT Mr/xr KOHUCHTpalHH, | ompenesieHus S, % peaynsTata, x, %
MI/RT %

Kiry6Hu 0.005 0.005-0.05 81,7 10.1 9.2
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2.1.3. H36upaTeabHOCTh METOAA

TlpscyTeTene ApYrux NECTRUMAOB, SARIKAX N0 XMMWHECKOMY CTPOCHHIO U 06NACTH NpUMEHEHHY,
ONPEAENEHHIO He MEIEET.

2.2. PeaKTHBEI H MATEPHATLL

Auerod, ocy, TV 6-09-35{3-86.

Aneronntpun zag BOXX, “B-230HM" unu x.u., TY 6-09-3534-87.

Bymaxsie GunbTpr "kpacHas nenta”, TV 6.091678-86.

Bona Guauctunnuporanyag, enonusuponanrar, [OCT 6709-79.

Huxnopmeray, X.4,, TY 6-09-3716-80.

Kanuit yraexucnett, x.u., TOCT 4221-76.

Kamutt hocoproxucnrt 2-3amemennsii, 3-soansili, una, FOCT 2493-75; 0.1M Boansilt pactsop.
Kanmusa nepmanranar, [OCT 20490-75.

Kanbuusa xtopun, x.4., FOCT 4161-77,

Kucnota oprodocdopuas, xu, FOCT 6552-80; 2M u 0.005M Boxubie pacTBophl.

Kwcnora cepnas, x.9., TOCT 4204-77.

Pumcynsdypo, aHannTuyecku i CTARAAPT ¢ cofepxanueM 1.8, 99,9% (Sigma-Aldrich).

Hatpu#t meyyrnexncnsit, FOCT 83-79.

Harpuii ceproxucnbift 6eaponnsift, 4., TOCT 4166-76, caexnenpoxaneHssi.

Harpua ruppokenp, xu., FOCT 4328-77.

n-Texcan, x.4., TY 2631-003-05807999-98, ceexenepernanusiil.

Tozeuxsas dala ana BIXXK: cmecs aueronutpyun — 0,005M oprodocdopuas xucnora (35:65, mo
obpeMy).

Cunukarensb B KOA0RouHON xpomartorpaduu 60 (0.040-0.063 mm) (Merck, I'epmanus).
Crexnorara.

QDocdopa nenroxens, 1., MPTY 6-09-5759-69.

Omoent Nel nng xonoHowHOM xpoMarorpadun: cMech rekcaH ~ arunauerar (40:60, no o6semy).
Omoent Ne2 s KONOHOYHOR XpoMaTorpadun: cMech rekcan — sthnanetat (10:90, no obnemy).
OrunoBett 3Qup ykcycroi kucnotsl, 4.48.8., FOCT 22300-76.

2.3. OpuGops! ¥ nocyna

Kunxocrseifi xpomarorpad "Anbsnc” dupmm "Waters" ¢ YO nerextopoM (Waters 2487) c
[eTa3aTopaM H aBTOMaTHIEeCKHM NMPoGooTGOPHHUKOM My RHANOTHYHEIA,

Kononka Symmetry C-18 (250x4.6) My, 5 mxm (Waters, USA).

MNpeaxononka Waters Symmetry C-18,

Becrr ananataueckie BIIA-200, FOCT 24104-2001 nnn aHanorugHsie.

Vcranoska ynsTpassykosan «Cepsra», TY 3.836.008.

Potaunonubiii ucnapurens saxyymusit HP-1M, TY 25-11-917-74 ynu ananorsvnsii.
Bunvcrunnarop.

pH-metp yuusepeamsurni 9B-74, 'OCT 22261-76.

Hacoc Bopoctpyhunit, MPTY 42 861-64.

Kon6s! naockononnsie na mumdax KUIS00 29/32 TC, FOCT 10384-72.

KonGs! xpyrnonorusle ua wandax KUI50 29-32 TC, I'OCT 10384-72.

Boponxy naGopatopHsie B-75-110, FOCT 25 336-82.

Bopouxu senurensusie BJ1-3-250, FOCT 8613-75.

Liununnps Mephbic na 100, 250 1 1000 eM?, TOCT 1774-74.

KonGst mephsie Ha 25, 50, 100 u 1000 ¢n®, TOCT 1770-74.
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Munetxn mal,2,5, 10 e, TOCT 2229274
Kononkn crexnannee (25x1) cm.

2.4. Ov6op u xpanense npod

Ot6op npob xaprogens npoussonat mo 'OCT 7194-81 «Kaprodems ceexnii. Ilpasmna
OPHEMKH ¥ METOAB! onpeneneﬂun kayectean, [Ipo6ur xyGHell xaprodens zo anwmza XpaHAT B
XOMOAMNBHUKE MpH 4°C we Gonee 2 nenens waH B Mopo3unsHo# kamepe npn ~18 °C ne Gonee 6
MecAuEB,

2.5. IloproToBKa K onpeNe/IeH0
2.5.1. IToAroToBKa H OYHETKA PEAKTHBOB U pacTBOPHTEell

Tlepen wavanom paGoThl PEKOMEHAYETCA WPOBEPHTE YMHCTOTY TPHMEHACMBIX OPraKHYCCKHX
pacteopnTencii. B cnydat HeoOXOEHMMOCTH OpraHWYecKHE PACTBOPATENH OUMUIAIOT, CYMI2T M
UEPETOHAIOT B COOTBETCTBHH C THIOBEIMA MCTONMKAMH. I'eKCAaH M XNOPHCTBIN METHAEH
BCTPAXHBAIOT ¢ HEOONBIIHMA ITOPIHAMM KOHICHTPHPOBAHHON CEpPHOH KHCIOTH! A0 NMPEKpaIlenns
OKpalIMBAHUA CBEXCH MOpLKHH KMCHOTBI, 3aTeM NPOMEIBAIOT BoXoH, 2%-HBIM PacTBOPOM
TUAPOKCHAA HATpHA ¥ CHOBA BOXNOM, NOCNE 4YEro €ro Cywar Han THAPOKCHIOM HATPHA o
TEPETORKIOT. AUSTON MEPETORMOT HAR NEPMAKTAHATOM KATHA ¥ NoTamenm (Ha 1 v’ auerona 10 v
KMnO4 1 2 r KyCOj). AueroHuTpun CyliaT Hag XEHTOXCHAOM (ochopa H NEPEroRIOT,
OTOTHAHHBI! pPAcTBOPHTENE IOBTOPHO NEPETOHAIOT HANX YTNEKHCHBIM KATHEM. JTHianerar
IIPOMBIBRIOT PaBHEIM 00BEMOM 5%-HOTro pacTBOpa ABYYrNEKHCIOrO HATPUA, CYLLAT Hajl XNOPHCTRM
KaUTBIHEM H NTEPETrOHAIOT.

2.5.2. Kongunuounpopanne KONOHKH

Ilepen HavyanoM aHanusa KOJMOHKY (Symmetry C-18) KoHAHUHOHUPYIOT B [IOTOKE TOABKXHOH (ask
(1 Mn/Mux) po crabunmsanuy HYICBOM THHAK B Teyenue 1-2 vacos.

2.5.3. HpwuroTosJjienHe pacTpopos

Hna npurorosnenna 2M pactsopa oprodocdopuodi xucaorsr 200 r 98% (wm 225 r 7%)
xpuctammveckot H;POy nomemator B Mepryio xonby ofseMoM 1 av®, pacteopsior 8 600 M
JHCTHIUTHPOBAHHON BOABE H Z0BOAAT 06BEM KO METKH QHCTHINMPOBAHHON BOJOH,

Hns npurotoenenus 0.005M pactsopa oprodocdoproi kucsots 2.5 e’ 2M pactsopa H;PO,
BHOCAT B MEPHYIO Konby Ha 1 M ¥ TIOROZAT 710 METKH XeHOHKH3YPOBaHHOH GHIOHCTHIIIHPOBAHHON
BOXOH.

Jna npurotosnerus IM pactsopa KHPO4 228 r xprctanmdeckoro xamma ¢ocdopHoxycioro
JIBY3AMEUICHHOTO mexsonﬂom noMewamwT B MepHYlo konGy Ha 1 aM’, pacTBOpaOT npH
nepemeiuneanyy B 600 e’ DUCTHILTHPOBAKHOH BOAL! ¥ JOBOAAT oGseM PACTBOPA IO METKY,

Jna nonyqeﬂux 50%-r0 BOTHOTO aneToRa B konbe eMKocTbiO 1 M cMemmBaloT S00 e’ anerona ¢
500 cm® aucTHATHPOBAHHOM BOMBL,

JAna mpurorosnenus no;mmrmoﬂ ¢dasel B konbe emKocTBIO 1 o cvemmpaiot 350 o’
aueToHUTpHNA ¢ 650 e’ 0.005M pactsopa op'rorbocd)opuoﬁ KACHOTHL,

Jina npurotosnexus amoeHTa Nel B konGe na 1000 v’ cmemmmaror 400 cn’ H-rexcana # 600 oM’
ITHJIALETATA,

Ins npuroTosnenud smoenta Ne2 B xonbe Ha 1000 cm® cmetumsarot 100 oM H-rexcana u 900 ou’
ITHANeTATa.

HMpurorosneHye CTAHZAPTHOTO U IPafyHPOBOUHEIX PACTBOPOR:
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Bepyr TouHyio Hamecky pumcymedypona (100 Mr), mepeHocaT B Mepryio xonby Ha 100 em’,
PACTBOPAIOT HABECKY B  QUETOHHTPHMAC B NOBOAAT RO MeTKH. (Cranmaptaelfi pactsop ¢
KounenTpauueit 1 Mr/em’), IpanynpoBoHEle pacTsope! ¢ kokuertpaumamy 0.1, 0.2, 0.5, 1.0 1 2.0
MKI/CM® TOTOBAT METONOM MOCNENOBATGNBHOTO PaibaBneHus no ofwBEMy, WCMONbIYA PacTBop
noneuxHOA dassl cmech aueToHHTpUR — 0.005M opTodocdopras kucnora (35:65, no 065emy).
CTaHNapTHBI! PACTROP MOXHO XPaNHTE B XOROZMMbHYKE npy teMmeparype 0-4°C B Teuene |
MecAua, FpanyHpOBOTHLIC paCTBOPb] —~ B TCHCHHE CYTOK.

IIpn M3ydeHU® NOAHOTH! OTKPhIBAHKA PHMCYABQYpOHAa B KAYGHAX KapTodeNf HCNOAB3YIOT
SUESTORHTPHABHEIE PaCTBOPH! BEIMecTBa. PactBop BHeceHHS ¢ koRUeHTpaumamu 0.1 1 1.0 mxr/cm
TOTOBAT H3 CTaHOAPTHOrO pacTRopa C KOHUENTparmed } Mr/cM’ METONOM TNOCIEROBATEARHOTO
pa3bapneHRA 10 06BEMY BUETOHUTPHIIONM,

2.5.4. Tlocrpoenne rpaxynpoBounoro rpaduxa

Jis moCTPOCHMA IpaXyHpoOBOMHOTO rpadmka (IUIoLans MHKA ~ KOHUEHTpauMs paMCynbthypoHa B
pacTeope) B XpoMaTorpad BBORST No SO MM® IpaXyHPOBOWHEIX pacTBOpOB (HE Memee 3-x
MApAUICNBHEIX H3MEPSHUA IUI KKOOH KOHUCHTPAUHH, He MEHee 4-X TOUCK [0 AManasoHy
H3MEPAEMBIX KOHUCHTPAIHF), H3MEPAOT IUICMAIM INKOB M CTPOAT rpadiK 3aBHCUMOCTH CPEXHErD
3HEYEHNS TNOMAAY NHKA OT KORNEHTPaHH PHMCYTbAYPOHA B IPALYHPOBONHOM PacTBope (MKr/
em’).

2.5.5. MoaroronKa KOJOHKH ¢ CHAMKKATENEM LI OHHCTER IKCTPAKTA

B HIXKHIOIO YaCTh CTCKIARHON KONOHKK JUTHHOH 25 CM ¥ BHYTPEHHHM AHaMeTpoM 1 CM NOMEIIaloT
TAMIOH M3 CTEK/IOBATH!, 3AKPLIBAIOT KPAH M BHOCAT Cycmemsmio 5 r cumukarens s 30 cv® cMec
rexcan — sTrnanerar (40:60, mo obremy). HaroT pacTBOPHTENO CTEYH A0 BEPXHEro Kpad coplenTa,
KonoHky noc/eA0BaTe bHO MPOMEBAIOT 25 cn’ amoenta Ne2 b 25 cv® amoexTa Nel €O CKOpOCTHIO
1-2 KaruH B CeKYRIY, FIOCNE YEro OHa roToBa K paboTe.

2,5.6. IIposepka xpoMaTorpaguyecKoro noBeXeHHN pPAMCYALGYPOHA Ha KONOHKE ¢
CHIMKATeNEM

B wpyrnogounylo xonby emxoctsio 10 cm’ orGupator 2 cM’ CTAaHAApTHOTO pacTBOpa

puMcyms(ypoHa ¢ KOHICeRTpanmedt 1.0 Mxr/ oM. OTAYBaIOT PacTBOPHTENs TOKOM TEILIOrO BO3XyXa
(reMuepatypa ue Bimme 40°C), OCTATOK PACTROPSIOT B 5 oM amoenTa Nel ¥ HaHoCAT Ha KOJNIOHKY.
Kon6y o6mursaor eme 5 cM® amoenTa Nel H Takwe BHOCAT Ha KOTOHKY. TIpoMBIBaioT KOMIOHKY 50
M’ amoenta Nel, 3arem 100 cM’ amoenta Ne2 co ckopocTsio 1~2 kamma B cekynny. Ot6upaior
¢dpaxupu mo 10 e’ kaxmas, ynapuBAIOT, OCTETOK PACTEOPMOT B 2 cM’ MOABWKHOA Bassi ans
BI3XX (m, 2.5.3.) v ananusupylor Ha conepxanne pumcynbdypona (1. 2.6.3.).

Gpakuny, copepiamue puMcyTb(ypoH, OGBEANHMAOT, BENAPHBAIOT KOCYXa, OCTATOK PACTBOPAIOT
B 2 o’ nomemnaolt dasm mix BKX w Buomb aganA3upywT (. 2.6.3.). Paccuntniator
cofepxanHe puMcyLGYpoHa B SMoare, onpeac/ss NONHOTY BLIMBIBAHHS BEILECTRA H3 KONOHKH H
HeoOXonuMEIt s 5TOro 06%eM MOEHTA,

Tlpumeuanue: napameTphl yASPRKUBAHUA PUMCYILYPOHA ¥ CONYTCTBYIOMIMX 3KCTPAKTHBHBIX
BEIECTRB MOTYT MEHATECSA NP HCTIONL30BaHUH HOBOK NAPTHH CopbeHTa 1 pacTBopuTencH.

2.5.7. Hoarorosxa npuGopon B CPeACTB HIMEPEHHHA

VeranoBxa M NOATOTOBKA Beex NPHOOPOR H CPCHCTE H3MEPEHMA MPOBOINTCH B COOTBETCIRHM €
TpeGOBaNMAMH TEXHUYECKON NOKYMEHTAIAN,
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2.6. Mpoeenenue onpegenenns
2.6.1. Onpenenenne prmcyabdypona B 1wrybsax kaprodens

Hanecky HapesaHHEIX kimyGHelt kapropens Maccolt 40 I mMOMEWAOT B KOHAWECKyr koiby
eMKOCTBIO 250 cM’ W sKkcTparupyioT pamcymspypon 50 cm® cmecu aueron-moma (50:50, mo
o0séMy) Ha yYnETPE3BYKOBOH ycranosxe B TeueHue )3 mum. Cycrnemmio GuNLTpYOT uepe3
Symaxapii GuMLTp “KpacHes JeHTa". ODKCTPaKLMIO NpOBONAT eme 2 paza ¢ 50 cM’ BOmHO-
aueTOHOBOA CMecH. ALIETOH YHANAIOT HR POTOPHOM HCTapUTene Npy Temneparype He suiue 40°C,
o6®EM BOZHOrO pacrBopa ZosodaT Ao 100 o’ DUCTHANMPOBAHHOK BOXNOH, MOMEWAOT B
RENATENBHYIO BOPOHKY o6BEMOM 250 e’ n NPOMEIBAIOT TPHIKAL! TEXCAHOM MOpURAMH mo 30 o,
BCTPAXUBAR CMECH KWKbIR pas B TedeHHe 2-3 MUHYT # oTOpPAcKIBAK NOCHE PACCHOSHUA BEpXHUK
opranmueckutt cnolt. K sommoMy sxcrpaxry mobasmmor 10 oM’ IM pacreopa K,HPO, u
TPOMBIBAIOT BANCAI XJOPHCTEIM METHACHOM NOpUMsaMH 1O 30 cM’, BCTPAXHBAA RENHTENBAYIO
BOpOHKY B TevenHe 2-3 mMunyt. Hrxnnit oprannyecxnif cnoit orbpacumpasor. *

Bonuyro ¢asy nomxucnmor 2M oprodochoprofit xucnoto#t mo pH 5 @ pmMcymedypon
3KCTPArMpYIOT STHAALETATOM TPANAL! 1o 50 crd, BCTPAX¥BAA BOPOHKY KaxCAs pas no 2-3 muu.*
Bepxunit BoaHsl croit orOpackmaror. ObbeARHEHHYIO OPraHHMeECKylo ¢aly QUIBTpYOT uepes
croft Gessomnoro cymbara Hatpus (2 r), ocymmTens npommbator 10-15 cM® atunanerata.
IlonmyeRHEnl pacTBOp BLINAPUBAIOT NOCYXA HAa POTOPHOM WCIapHTENe [IpH TEMIEPATYpe He BHIIE
40°C. NansHeAuyI0 OTHCTKY SKCTPaKTa IpOBOAAT IO NYHKTY 2.6.2.

* B ciyuae o0pa3soBaHusa CPABHHTEABHO CTOMKUX IMYNbCKIE MK COKPAMEHNS BPEMEHN PacCHoeHud
MOXHO 100aBHTH B [CJIHTEIBHYI0 BODOHKY: HA CTAAWH INPOMEIBKH 3KCTPAKTOB IEKCAHOM M
XNOPHCTHIM METHIEHOM — HeGosioe kommectso (no 10 ¢M®) stunosoro CIHpT2, & Ha CTAmHK
MePe3KCTPAKINY — HACKINERHEI PacTBOP XI0pHaa Hatpya (15-20 ev’).

2.6.2. Ouncrka HA KOJOHKE C CHANKATENEM

Cyxo#t ocratox B xonfe, MOMYYCHHBH! NPH yNapuBaHHH OYMIICHHBIX no m.h. 2.6.1 JxcrpakToB
kmyGHell xaprodens, KOMUECTBEHHO NEPEHOCAT JBYMd NOpUMEMH O 5 cM’ CMecH rexcaH —
stunaneratr (40:60, mo obbveMy) B KOHIAHIHOHHPOBAHHYIO XPOMATOTPAQHHECKYIO KONOHKY
(n.2.5.5.). TipomeiBatoT Kosonxy 50 cm® smoenta Nel, XoTophie oT6packsalor. PuMcynsdypon
amoupyior 70 cm® amoenta Ne2, cobupat amoar B rpymeBHanylo kon6y emkoctsio 100 ca’.
PacTBop BHIMApHBalOT AOCyXa HA BAaKYyMHOM POTALHOHHOM HCHApHTERE MpH TeMncpatype He
ssime 40°C. Cyxo#t 0CTATOK PACTBOPAIOT B 2 M ITONBHKHOM a3kt ;i BIKX 1 50 MM’ pacTeopa
BBOISAT B XXHAKOCTHEIR XpomaTorpad.

2.6.3. Yenosusn xpomaTorpaduposaHua

XKumoctaenit xpomarorpad “Anpanc” ¢upmmr Waters ¢ YO getexropom (Waters 2487) mim
ApYTOi ¢ aHanorWYHbIMH XapakTeprcTHKamy. Paboyas aiuna BomHbl 231 HM.

TTpenxononka Waters Symmetry C-18 ana sammurel ananurnueckofi xonouky. Konornka Symmetry
C-18 (250 x 4.6) MM, 5 miem (Waters, USA). Tonsuxuas daza: anerorutpun —~ 0.005M pacteop
oprodochopHOft KucNoTE B CoOTHOmeHuH 35:65. Ckopocts motoxa 1 cv’/Mun. Hoiupyemsii
obnenm SO Mm®, Tluneiineiit nuanason netextuposanus 0.1 - 2.0 mr/cn’,

Bpems ynepxupanus puMcyasgypona 11.0£0.2 man.

3. O6paGoTka pe3ybTaToB aHAAM3A

KonuuecTaenuoe onpenefenae npoBOAsT Metoxnom alcomiotHoft kanumbpoBkH, COepKamue
puMcynsthypoHa B obpasie xnybuelt kaprodens (X, Mr/kr) BLMUCIAOT No Gopmyne:
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5:C-V
p G

$-P

rae S- niowans NHKa PHMCYLQYpPOHa B CTAHRAPTHOM PacTBOpe, MM;

Sy- nmuomans nuxa puMcyns(ypona B apamusnpyeMolt npobe, MM;

V - 06séM npofEl, NOATOTOBIERHON Ana XpoMaTorpadHIECKOro aHanm3a, o’ H
P - naBecka aHQJM3KpyeMoro obpasua, I;

C - KOHUEHTpALHA CTARHAAPTHOIO pacTsopa puMcynbdypoHa, MKr/cn’.

OG6paaisl, JalOmue mMxy GoNLIMe, geM CTAMNSPTREN! pacTOp pumMcynbdyposa 2 wMkricm’,
pas6arnsmioT HenoABKHOK dasoit ans BOXX.

4. Ilposepxa MpueMJIeMOCTH PE3YALTATOR MaPANIEALHBIX ONpexenenunit

3a pesyneraT anammia NPHBEMAIOT CPeRHEE apHMETHECKOE Pe3yNnhTaToB ABYX NAPANANENEHEIX
OnpefeneH i, PaCX0XACHHE MERIY KOTOPEIMH He NPEBLINACT Apuaena nosropsemocth(1):

2-1X;-X5| -100
s S0 (1)
Xi+X)
rae Xy, X3 — pesynsTarsl NapannenbEEX Onpenenemmti, Mr/xr;
r — 3Ha4YeHKe npenena nosropgemoctH {r = 2.80y).
Ipn HepnmoOMHEHHU ycoBAg (1) BRICHMIOT NPHYHHE! IPEBBIEHHS MpEHENa MOBTOPAEMOCTH,
YCTPaHAIOT HX ¥ BHOBb BRIIONHAIOT AHANHK3.

5. Odopmaenne pe3yanTaron
Pesyntrat ananuia npefICTaBIAIOT B BURE:

(X = A) Mr/xr nipr BeposTHoCTH P=0.95,
Tae X- CpenHee apntMeTHIECKOe peayIETATOB ONpeleacH ), NPH3HAHABIX MPHEMIIEMBIMH, MF/KT;
A — rparuna a0COMOTHON NOrPEUTHOCTH, MI/RT;
=3§*X /100,
8 — rpaBMIG OTHOCHTENBHOM MOrPeMHOCTH METORMKH (IOKa3aTeNb TOYHOCTH B COOTBETCTBHY ¢

IHana3oHoM KOHUEHTpauui), %o.
B ciyqae, €clid COZCpKaHHEe KOMMOHCHTA MEHeEe HIDKHEN TpRHHUBL AXana3oHa OnpeAcHaeMblx

KOHHEHTDaNu, Pe3y bTaT aHanuia NPeACTARIINIOT B BAKE:
"conepxanue BelecTBa B npolic «MeHee HIKHEH rpatuubl onpeneneHray (HanpuMep: mexee 0.005
mr/xr*, roe *-0.005 Mr/kr — npenen oGHapyxerus).

6. KouTpoAh Ka4ecTBa PE3YALTATOB H3MEPEHHT

OnepaTHBHEI KOHTPOND MOTPEMHOCTH M BOCIIPOUM3BORMMOCTH H3MCPEHMI ocymecTBiseTcs B
coorsercrsn ¢ TOCT P HCO §725-1-6-2002 «TounocTh (UPABMNBHOCTE ¥ NPEUHIHOHHOCTD)
METOROB H Pe3ysNETATOR H3MEPeHRHy.

6.1, CraGumpHOCTD PpE3ynbTATOB M3MepeHHH KORTPONHPYIOT TEpeA INPOBEACHHEM W3MEpeHui,

apanu3BpysA ONKH H3 IPaNyHPOBOTHEIX PaCTBOPOS.
6.2. Mnanosnilt BEyTPUNabopaTOpREL ONEPaTHBHLI KOHTPO/SL IPONCAYPhl BUIONHEHNA aHATK3A
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NPOBOAMTICA C MPUMEHERHEM MeTona A0GABOK.
Bemruna noSaski Cy XOMKHR YROBAETBOPATE YCAOBHIO:

C; =A,.,x+A,..x‘,

e = A 5x (£ Apx ) — XapaxTepHCTHKa MOTPEIHOCTH (aCONOTHAT NOrpPEemHOCTh) PE3yNsTATOR
8HANK38, COOTBETCTBYIOLNAA COACPXKAHHIO KOMIOHCHTR B HChHITyeMoM ofpasue (pacyeTHoMy
3HARYEHHIO COAEKaHHA KOMIIOHEHTA B 00pasie ¢ 10GaBKko#, COOTBETCTBEHRO), MI/KT; IPH 2TOM!

A,=£0844,
rae A — rpaHHuIa aGCOMIOTHON MOrPeIIHOCTH, MI7/KT:

A=35%¥X /100,

§ — rpaHuna OTHOCHTENBHON NOrpelIHOCTH METONMKHK (OKa3aTelb TOMHOCTH B COOTBEICTBHH ¢
ZManasoHoM KORIEHTpanuit), %6.
Pesynntar xoHTpons npouenyps! K, paccuntrisaior no popmyne:

Ke=X'-X-C;,

rre X, X, Cj - cpeaHee apROMETUNECKOE pe3yNIbTaTOB NapalICABHED ONpeneNeHuH (IpH3HAHKEIX
TIpUEMNIEMBIMA 110 11.4) COZEpXaHHA xoMnoneHTa B ofpasue ¢ mobaskoft, HenwiTyeMon ofipasue,
XOHLCHTpaUHA NobaBkH, COOTBETCTBEHHO, MI/KT.

Hopmarna xonTpons K paccuntsisator no gopmyne:

K= JAn.X""A aX

IIpoBozaT comocTaBneHHe pesynbTaTa KORTpoas Nponexyps! (K¢) ¢ RopmaTusoM korrpons (K).
Ecnu peaynbTaT KOHTPOJIA NPONEAYpPE! YAOBACTBOPSET YCIOBHIO

1 Kel =K, @
TpoLeRYpY aHATH3A NPH3IHAIOT YAOBICTBOPHTENBHOM,
Ilpn  mesemonnenum ycnosua (2) npouexypy KOHTPONA NOBTOPMOT, I[IpH IOBTOpROM
HEBLNIONHEHUH YCNOBMA (2) BLUACHAIOT NPUYKHLL, NpPHBONSUIME K HEYAOBICTBOPHTENEHBIM
Ppe3ynbTaTaM, ¥ NPEHUMAIOT MEPhI K HX YCTPaHEHHIO.
6.3. TIlpoBepka DpHEMACMOCTH DEayNsTATOB  HM3MEPCHWHM, NOMYuCHHEIX B  YCIOBHAX
BOCIPOM3BOOUMOCTH:
Pacxoxaenue Mexny pesyabTaTaMH H3MEpeHAH, BRINONHEHHBIX B OBYX pasHbix nabopatopusx, He
ROMKHO MIPEBLANATE NPEASNa Bocponssommmocty (R):

2- | Xy~ X, - 100
RS - 3
Xi+X)

rae X, Xp — peaynsTaThi H3MepeHuit B IBYX pasHbIX J1aGopaTOPHAX, MI/KT;
R - npenen Bocnpon3BOAMMOCTH (B COOTBETCTBHH C QRANA30HOM KOHUEHTpauui), %.

7. TpeGoBanus rexuukn GesonacHocTy.

Ipu nposenerun paGoThl HeoGxoanMO cobmofiate TpeGonatxa Ge30NaCHOCTH, YCTAHOBNCHHBIC
14 paGoT ¢ TOKCHYHBIMHY, SAKHMH, NerkonocnnaMenssomumMics semecreamn (TOCT 12.1005-88),
[lpt BpmonHeuny u3MepeHMH ¢ HCNONB30BaHHCM >XKMAKOCTHOrO Xxpomatorpada H pabote ¢
3NeXTpoycTaHoBKaMu coOmonaTs npasuia anckrpobesonacHocTd B cootsercTBEM ¢ [OCT
12.1.019-79 1 MHCTPYKLIHAMY IO IKCIVIyaTaunH pHGopOB.

795



[omelrenue naGopaTopun HOMKHO COOTBETCTBOBATHL Tpe6OBaNHAM NoXapHOH Ge3onacHocTH mo
FOCT 12.1.004-91.

8. TpeGopannsg k kpasHGHKANHHA OEPaTOPa

Hsmepenus B coOTBETCTBHM € HAcTOAMEH METORUKON MOXET BEIONHATh CNEIHATUCT-XHMHK,
AMEIOWHA OneIT  pabOTEl  METOZOM IKHAKOCTHOR XpoMmarorpaduM, O3IHAKOMJEHHMH ¢
PYKOBOICTEOM 1O 3KCIITYaTalHy XKUAKOCTHOrO XpoMatrorpada, oCBoMBUIMA JAHHYIO METOMMKY W
NOATBEDAMBINUN 3KCNEPHMEHTANLHO COOTBETCTBHE IOMYYAEMBIX pE3YNBTATOB HOPMATHBAM
KOHTPOILT NOrpelHOCTH HIMEPeHyH no .6,

9. PazpaboTuHKH

1u6yascrat U.A., Homxenxo B.H., I03mxur 0.C. (BHUM 3amursl pacrenus).
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