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YTBEPXJAIO
Pyxosonurens @enepansHoli ciayx6On
110 Ha30py B cdepe 3aIUuTh! Npas
norpebuTeneii u Gnaronomyyns YenoBeKa,
T'naBHeli ['ocynapcTBEHHBIA CAHUTAPHBIA
Bpay Poccuitckoit Peaepanuu
T'.T. Onuxuenko

2 nrona 2008 T
Jara Beegenus: 3 centabps 2008 r.

4.1. Metoap! KOHTpoOMA. XHUMHYECKHe QaKTOPEI
OnpenelieHse 0CTATOYHBIX KGJIHYeCTB THMEKCa301a
B Bozie, 00TEE M KOPHENJIONAX CAXapHOH CBEKJIbl

METOAOM ra30KMIAKOCTHOH XpomaTorpaduu

MeTtoauueckHe yKazaHus
MYVYK 4.1.2381-08

Hacrosmue MeTORHYECKHE YKA3aHHS YCTAHABIHBAIOT METOX ra30xXHM-
KOCTHO# XpoMarorpadmuu N4 OHPENENCHHS MAcCOBOH KOHLECHTPaLMH
uMekcasona B Boe B guanasone 0,001-0,05 mr/aM’; a Takke YPOBHS OCTa-
TOYHBIX KOHYecTB B GOTBE U KOPHEILNOAAX CAXApHOi CBEKIBI B [HaNa30oHe
0,01 - 0,1 mr/kr.

Haspauue fedicrBytoutero Beutectsa no CO: 'umexcason.

HasBanue peiictByromero Bemectsa no MIOITAK: S-metunusokcazon-
3-on.

CH; 0~

Ommnupuyeckas Gopmyna: C4HsNO,
Monekynspras macca 99,08.

ArperaTHoe COCTOAHHE: HrolbYaThle KPHCTALIHL,
I1ger, 3anax: OeciBeTHEIH, Oe3 3amaxa.
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JaBnenvie Hacsinennoro napa: 182 mlla mpu 25°C.

Koadduiment pacnpenenenus B cucTeMe OkTaHON/Boma npu 25°C:
Kow logP =0,48.

PactBopumocTb B Bofie ipk 20°C — 58,2 ~ 67,8 mr/ am’ (pH 3 - 9).

PacTBOpHMOCTE B OPraEHUECKUX PACTBOPHTENAX I/aM’: anetone — 730;
auxJiopMeTade — 602; aTunallerate - 437; H-rexcasde - 12,2.

BewecrBo Tepmo- ¥ PoTocTabunesHo, cnabo paspymaercs nog AeHCTBH-
eM KucloT M menoded. B moyse npespamaercs B S-metun-2-(3H)-
OKCa307I0H C IIEPHOAOM NONypacnana 2-25 fHeH.

Kparkas Tokcuxonoruveckas xapaxkTepicTika: ['HMexcason oTHOCHTCS
K MAaIOOTaCHLIM BellleCTBaM 110 ocrpoit nepopansHor (J10s, (xpeicer) 3909-
4678 Mr/kr), K YMEPEHHO ONACHEIM BellECTBaM Mo HHramsHoHHo# [JIKso
(4 wac) na Kkpeic > 2470 Mr/M> Bo3AyXa) H K MATOONACHBIM BEUIECTBAM I10
HakoxxHOH (J1so mns kpeic > 10000 Mr/kr) ToxcHysocTH. Pasapaxaer ciu-
3ucThle O0OMOYKH Tila3, Ho He pasmpaxaer Koxy. [TobodHsix oTpHHaTens-
HBIX 3¢ }EKTOB HE BEIABICHO.

B Poccud YCTaHOBIEHB! CHEAYIOIHE TUTMEHHYECKHE HOPMATHBEL:
JACH 0,01 mr/xr/cyr., IIIK B Boge 0,002 mr/n. OctarouHsle KoludecTsa
T'nMexcasona B cBeKIe, rOpOXE ¥ PUCE HE NOMYCKAOTCA.

I'umexcason - cucTeMHELH QyHrHIMA, NOKABNAIOUINI Bo3byauTened 3a-
GoneBaHuii pacTennl, HHQEKIHOHHOE Ha4aNo KOTOPHIX HAXOMWTCS B H HA
ceMeHax. DyHrHIMA pekoMeHAyeTcs Juid 06paboTky ceMAH caxapHOH CBek-
B! IPOTHB KOPHeeAa BCXOZI0B C HOPMO#H pacxofa 4-5 KI' A.B./T.

1. Merponorayeckas XapaKTepPHCTHKA MeToAa

Ipu cobaropeHHH BCeX PerNaMeHTHpPOBAaHHEIX YCIOBHMH NpoBeAeHHS
aHaJIu3a B TOYHOM COOTBETCTBHMH C JAHHOH METOQHKOH MOrpemHocTs (H ee
COCTaBJIAIOUINE) Pe3yIBTATOB H3MEPEHHH NMPH NOBEPHTEILHON BEPOATHOCTH
P = 0,95 He npeBblaeT 3HaueHui, npuseneHHsx B Tabnuue 1 Ansg cooTser-
CTBYIOLIMX AHATAa30HOB KOHLEHTPaLHUIL.

Tabnuua 1
Merposoruueckie napamerpni Aa FHimekcasona
INokasarens
TOYHOCTH Craupapt-
Juanason on- Tipenen
i on (rpaHuua oT- | HOe OTKIO- TIpenen P
PENENAEMBIX . BOCIIPOH3-
HOCHTCJILHOM HEHHKE no- NOBTOpAEMO-
Ananusupye- KOHLGHTpa- o, BOIMMOCTH,
MBIl 06BeKT HH, Mr/xr TIOrpEMHO- ) - BTORAEMO- X R %
’ cTn), +8, % CTH, O, %
P=0,95
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0,01-0,05 50 3 7 9
Boaa 0,001-0,01 100 6 17 21
0,001 - 0,005 150 12 34 42
Borsa u
KopHemIonE! 0,01-0,1 50 6 17 21
CaxapHOH
CBEKIIBI

IMonHoTa W3BNeYeHHs BellleCTBA, CTaHOAPTHOE OTKIOHEHHE, AOBEPH-
TeNbHEIe HHTEPBANIEl CPEHEr0 Pe3YNbTATa s MOIHOTO JHaNa3oHa KOHIIEH-
Tpauui (n = 20) npusegens: B Tabmuue 2.

Tabnwnua 2
IonHoTa H3BNEYeHHR BeumecTsa, CraHRapTHoe OTKJIOHEHHE,
nosepmensuui’l HHTEPBAJ CpeAdero pesynbTaTa aas T'uMexcasona

Merponoruzeckue napaMerpst, P = 0,95, n =20
Ipenen 06- | JMuanason on- | Cpearee | Crammapr- | JloBepuTenms-
AHRTHZHPYEMbIH | HapyKeHUs, | PpeneieMbIX 3HaYeHHE | HOE OTKIO- | HBIH HHTEpBa:
06BeKT MI/KT KOHUEHTpauui, | onpenene- | Helue, S, % | cpenHero pe-
MI/XI Hud, % 3y/nbTara, £, %
Bona 0,001 0,001-0,05 77,1 2,3 +3,7
Kopuennozst 0,01 0,01-0,1 76,0 1.5 +23
CBEKJIbI
B50TBa CBEKIIBL 0,01 0,01-0,1 80,0 19 +32

2. Meroxn H3MepeHus

Meropn ocHoBaH Ha razoxpoMarorpaduyeckoM onpeneneHHH ['uMeKca-
30JIa C UCTIONB30BAHHEM TEPMOHOHHOIO AeTeKTOpa Ha (ochop nocie 3Kc-
TPAKIMK ero U3 Marpuilsl OpraHMdecKHM PacTBOpHTEIEM, llepepacnpe/ene-
HAA MEXAy ABYMs HECMEMIHMBAKIIHMHCA PAaCTBOPHTEAMH, OJCPHBATUIALIHHA
Fumexcaszona no adupa O,0-au3TUATHOPOCHOPHONR KHCIOTEI H OYHCTKH
NPOAYXTa AepHBATH3ALHHA Ha KonoHke ¢ Dnopu3uioM.

Hnentnduxauyus NpoBOAHTCA 110 BpeMeHH yAepxuBaHui. Komngecr-
BEHHOE OMNpe/eleHHe — MeToAOM abcomoTHOMH kanubpoBKH.

B npemiaraeMeIx yCHOBHAX aHalH3a MeTof clienndryed. MabupaTens-
HocThb obecneynBaercs MyTeM Nnoabopa KONOHKH H YCIOBHH IpOrpaMMHpO-
BaHUA TeMnepaTypsl. Ornpeaenesuio ['wmekcasona MerozoM KX moryr
MELIATh KO3KCTPAKTHBHEIE BellecTBa (EHONLHOTO THIA, M3BNeKaeMmble H3
KOPHENIONO0B CaXxapHOH CBEKIIHI MOCHE HX AMHTeNbHOro XpaHeHHs. [ToaTomy
pPEKOMEHYEeTCs IPOBOJHTE KOHTPOS 33 COAEP)KAHHEM OCTATOYHEIX KOMNH-
yecTB ['HMekcasona B ofpasliax caxapHoil CBEKJIBI Cpasy noclie ee yOopKH.
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3. CpencTBa u3mepenuil, peakTHBbI,
BCIIOMOraTeJbHble yCTPOHCTBA H MAaTepHANIb

3.1. Cpedcmea usmepenuii

Bech aranutudeckne «OHAUS», T 11140.

Becnl nabopatopHsle ofIiero Ha3HaYeHHs ¢ HAHOONLUIMAM NpefeloM
B3BemuBanna Ao 600 r u mpedenoM Romycrumoit norpemsoctd + 0,038 ¢
«ACCULAB» V600.

Kon6e1 mepasie Ha 25, 50, 100 cv’, TOCT 1770-74.

Muxpommnpa Ha 10 My, TY 2,833.106.

TTunerku Mepasie Ha 1,0; 2,0; 5,0 ev’, TOCT 20292-74.

Xpomarorpat razosslit Lser-600” ¢ TepMOHOHHEIM AETEKTOPOM C npe-
JIENOM ASTeKTHPOBAHHA To pocdopy B MeTHInapaTrore - 2 x 107 rlem’.

Xpomatorpad raszossiii «Kpucrann 2000M» ¢ TepMOHOHHBIM AETEKTO-
POM C TIpe/IeIOM JIeTeKTHPoBaHHis o Gocopy B METHINAPATHOHE HE Bhille
510™ r/cM’n mpucriocobneHnaME 115 KallHUISPHOH KOJIOHKH.

Lnnunppst MepHete Ha 10, 25 u 50 ev®, TOCT 1770-74.

JloIycKaeTes HCTIoNb30BaKHe CPEACTB HIMEPEHHS C AHANOTHYHBIMH
BIH TYYUIHMKA XapaKTePHCTHKAMHU,

3.2. Peakmuent

AnanutHyecku crannapt 'mvexcasona, ¢upma CaHkHo ¢ coxepKaHH-
eM a.8. 98,4%.

Asot ocoboit guctors, 'OCT 9293-74

AMmMuak, BOIHBIH, yna, FOCT 3760-79

AueroH, x4, OCT 2603-71

Bona aucrumuposansas, 'OCT 7602-72.

u-T'ekcan, 4, TY 6-09-3375-78

Iustunossift adup, x4, FTOCT 6265-74

Justiwxnopruodocdar, 97%, Aldrich Chemical Co., Inc. (Bricoko-
Tokenden! UyscTuTeNeH K AeiicTBHI0 Brard. Co6aiofaTh 0CTOPOXKHOCTE
npu pabore!)

Juymumanoprrodocdar 0,2% pacTsop B alieToHe.

Kanuit yrnexucnsii, 4., TOCT

Kanuii yrnexucnmid, 25% BogHbIA pacTBop.

Harpuii ceprokucnsii, 6/8, una, TOCT 4166-76

Harpnii xnopucrwii, uga, FOCT 4233-77

IMomsanerrmuxons, 1% pactsop B adupe.
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Consanas xucnorta, 4, TOCT 3118-77

ConsiHas kucaoTa 2H BOAHBIH pacTBop.

@liopu3ull LI KOIOHOMHOM xpoMaTorpaduu ¢ pasmMepom wactuu 60 -
80 mewr, dupma «Arpoc Opranmke», Bensrus, kox 205450010.

JlonycKaeTcst HCIIONb30BaAHUE PEAKTHBOB MHBIX NPOU3BOJUTENEH C aHa-
JIOTHYHO# 1Y 6071¢ce BEICOKOH KiIaccHbHKaluHu.

3.3. BcnomozamenwvHsie ycmpoiicmeda, Manepudsi

Annapart ans BeTpsxuBaaHs npod «SKLO UNION TYP LT1».
Bans Boasnas, TY 46-22-603-75

bBaHKM ¢ KPBIIKAMH I8 IKCTPakuHd Ha 250 o, NOMKIIPONKUACH, KaT.
Ne 3120-0250, NALGENE.

Boponky nemuTensasie wa 250 cm®, TOCT 10054-75,

BOpoHKH XMMWYECKHe JIf QuIbTpOBanHsd, cTeknsHAbe, I'OCT
8613-75.

Ucnaputens potaunorHsii Rotavapor R110 Buchi ¢ Boassoit Ganeit
B-480, ¢pupma bymu;

Konbsl koHHYeCKHe mIocKoZoHHbie Ha 100 m 250 com’, KIIUI-100,
KIIlI-250, I'OCT 10394-72.

KoHIERTpaTopE! KpyriofouHsie Ha 250 cm’, TOCT 10394-72.

Kononka xpoMarorpaduueckas crexisHHad, yMHOH 1 M, BHYTPEHHUM
AvameTpoM 3 MM, 3antonHerHas 5% OV-17 Ha Xpomarone N-AW-DMCS.

Komonka xpomarorpadmueckas kamuanspHas ksapuebas DB-1701
anuHod 15 M ¢ BHyTpeHHHM nuamerpoM (0,32 MM, TONLIMHA IUICHKH
0,25 MxM

Hacoc guadparmensuid FT.19 ¢upmer KNF Neu Laboport.

Ounrtpel 6ymaxusie "Kpacuas nenta", TY 6-09-1678-86.

XonoAunsHKK cTerIAHHbBIH naboparopusiit, XIIT, TOCT 9499-70

Hem‘pu?yra MPW-350e ¢ HaGopoM NMOIHNPONMIIEHOBBIX GaHOK €MKO-
cTei0 200 cM™.

JHonyckaercs npuMeHeHHe XpoMarorpadHueckux KONOHOK M APYyroro
0bopyROBAHHA C AHAIOTHYHBIMK MNH NYYIIHMH TeXHHYECKHUMH XapaKTepH-
CTHKaMH.

4. TpeGoBanus GezonacHocTH

4.1. Tpn BHIMONHEHHH H3MepeHnH Heobxomumo cobmogats TpeGoBa-
HHsS TEXHHMKH 0€30NacHOCTH NMpH paboTe ¢ XMMHYECKHMH DeaKTHBaMH o
[OCT 12.1.007, TpeGoBanus 3aeKTpobe30onacHocTH pu paboTe ¢ 21eKTpo-
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ycranoskamu o [OCT 12.1.019, a raxoke TpeboBanus, H3I0XEHHBIE B T€X~
HUYECKOM HOKYMEHTALNK Ha ra30Bbii xpomarorpad.

4.2, TloMelenye AOJDKHO COOTBETCTBOBATh TpeDoBaHUAM Hoxapobeso-
nacaocty no FOCT 12.1.004 1 nMers cpencTsa noxkapotynesus no F'OCT
12.4.009. Copepxatyie BPEAHBIX BEMIECTB B BO3MYXE HE JOMKHO MpeBbI-
maTe HopM, ycrasosiaeHHbIX I'H 2.2.5.1313-03 «npenensHO-fOMycTAMBIE
xonnenTpaunu (1K) BpeaHsix BewecTB B Bo3ayxe paboueit 3oHp». Opra-
Hu3auus 00yyenys paborHuxos Gesonachocti TpyHa - o FOCT 12.0.004.

5, TpefoBaHHs K KBaNB(HKALUHUH ONIEPaTOPOB

K BHINONHEHUIO H3MEPEHHH AONMYCKAIOT CrELHATACTOBR, HMEIOMKX KBa-
midukauuio He Hivke naGopaHTa-HCCHenOBaTelNs, ¢ onbIToM paboTsl Ha ra-
30BOM XpoMarorpade.

K nposenenuio npoGONOAIOTOBKM HOMYCKAIOT ONEPATopa ¢ KBAIH(QH-
Kaupei «1abopaHTy), KMEIOWero onuT paboTs B XMMHYECKOH nabopaTopuu.

6. Ycnoeusi usMepeHuii

TIpyn BEINONHEHHM H3MEPEHHH COOMIOAAIOT CIEAYIOMHME YCTOBHA:

- IpoHecCH! NPUrOTOBJEHMS PACTBOPOB M TOATOTOBKH Npod K aHanu3y
NPOBOJAT NpH TEMIIEPATypPE BO3AYXa (20:9:5)°c H OTHOCHTEIIBHOH BIQXHOCTH
He Gonee 80%.

- BBINIONHEHHE M3MEpPEHHHA Ha rasoBoM xpoMatorpade ImpoBOAAT B yc-
JIOBHAX, PEKOMEHIIOBaHHbBIX TEXHUYECKOH JOKYMeHTalMeH K npHbopy.

7. lloATOTOBKA K ONIpeAesIeHNI0

7.1. ITodzomoska 1 KOBOUKUOHKPOGAHIE KOROHKH
ONA 2a302CUOKOCMHON Xpomamozpapuu

TotoByto nHacamky (5% OV-17 na Xpomarone N-AW-DMCS nnu 5%
SE-30 na Xpomatoxne N-AW) 3acHMaioT B CTEKISHHYIO KOIOHKY, YIIOTHS-
0T TI0/| BaKyyMOM, KOJIOHKY YCTAHaBJIMBAIOT B TEPMOCTaTe XpoMarorpada,
He TIOACOSANAAA K JeTeKTOpY, H CTalH/IM3UPYIOT B TOKE a30Ta NPH TeMnepa-
Type 280°C.

7.3. IIpuzomosnenue pabouux pacmeopos

7.3.1. IIpuzomoenenue cmandapmuuix pacmeopos
BsseumBaor 50 Mr 'umexcasona B MepHoit KonGe Ha 50 cM’, pacTBo-
PAIOT HABeCKy B ALIETOHE W JOBOAST 0OBEM 0 METKH alieTOHOM (CTaHNapT-
HBlit pacTBOp Ne 1 ¢ koHueHTpaupeii 1 Mr/cM’). MeTOAOM NoC/eoBaTeNEHO-
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ro pasBelleHHsA TOTOBAT PAcTBOpP B auleTOHE ¢ KOHUeHTpauueid 10 MKr/cm®
(cranpapTHbIi pacTBop Ne 2).

Cranpnaptaele pacTBopbl Ne 1 ¥ 2 MOXKHO XpaHHTH B XONOZHIBHHKE B
TedeHHe 3 MecANeB.

7.3.2. lepusamu3zayus I'umexcasona 0o
0,0-0uamun-O-(S-memun-3-usoxcazonun)-muogpocgama

Ibm TIOy4YeHUs KATHOPOBOYHBIX PAaCTBOPOB 0TOHPAIOT B xouuem‘pa’rop
1 oM’ cTaHgapTHOrO paCTBopa Ne 2 ¢ koHueHTpauuei 10 MKI‘/CM B aQlIETOHE,
npubasmsior 0,05 cM® 25 % pacTsopa yrnekncnoro Kams, 2 oM’ 0,2 % pac-
TBOpa muATHWIXNOpTHOQOChaTa B auerone, 1 cM’ alETOHA U MIOTHO 3aKphl-
BAalOT KOHLEHTPATOp CTEKJIAHHOH npoﬁxou Kouuesdtpatop noMemarnT Ha
BoAsHOM bane npu Temnepatype 45°C M BEIICPKUBAIOT B TeucHue 15 Mu-
HyT. BHumanue! BemecTso o4eHs JeTyve! CleguTb 32 repMeTHYHOCTbIO
cocysa!

Beoaar B xpomarorpad no 2,5 MM® KQUKIOTO W3 NOJIY4EHHBIX PacTBO-
POB, H3MEPSIOT BBICOTY NHKOB Y CTPOAT rpaHK 3aBHCHMOCTH BBICOTHI MiKa
OT KOHLeHTpauuH I'nmexcasona.

7.3.3. IIpuzomoenerue xanubpogouHbiX pacmeopos.

Ilo oxoHYaHHK KEPHBATH3ALMH COCYL OXIRK AT (xoxuentpauus I'u-
MEKCa3011a B IOyYEHHOM pacTBOpe - 2,5 MK/ cM’) ¥ METOAO0M NOC/IeN0Ba-
TENHHOro pa3baBlCHMs FOTOBAT CTAHAAPTHBIC PACTBOPB! C KORLCHTPALMAMH
no 'nMexcasony 1,25; 0,5; 0,25, 0,125 1 0,05 Mkr/mi.

7.4. Ilocmpoenue zpadyupoeounozo zpagpuxa

I'pamyupoBouHYyl0 XApaKTEDHCTHKY, BBIPAKAIOUIYIC 3aBHCHMOCTB
momazH (BBICOTHI) NMHKa OT KOHUEHTpauuH [uMexcasona B pacTBOpe
(MKr/cM®), YCTaHABIMBAIOT METOIOM aBCOMIOTHON KATHGPOBKH MO S-TH pac-
TBOpaM IS TPaJyHpOBKH C KodUeHTpaumeit 1,25; 0,5; 0,25, 0,125 u
0,05 Mir/en’,

B ucnapuTens xpomarorpada BBofAT mo 1 wmm 2,5 MM xakpaoro rpa-
JIYHPOBOYHOI'O PacTBOPa ¥ aHANM3UPYIOT B YCIOBHAX XPOMAaTorpaupoBa-
Hus 110 1. 9.4, OcyIUecTBAAIOT He MeHee 3-X MapaenbHbIX H3MEPEHHH.

ITo nony4eHHHM JAHHBIM CTPOAT FPalyHpOBOYHBIA rpaduK 3aBHCHMO-
CTH IUIOINaaH XxpoMaTorpadudeckoro nuka B MB or xoduenTpanuy I'umek-
€a3ona B pacTBope B MKr/cM’. (puc. 1).
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2.3.5. Iloozomoexa KonoHKU ONA OYUCIKU SKCMPAKma

B mnuiacTHKOBYH0 HJIH CTEKJIIHHYIO KOJIOHKY JHamerpoM 15 MM mo-
MeLLaoT npuMepHo 5 r Ouropusiia ¢ pasmepomM 3epen 60-100 mem u, akky-
PaTHO MOCTYKHRBas IO CTEHKaM KOJIOHKH, QOPMUPYIOT CIOH ancopOeHTa BhI-
coTo# 5 oM. Crepxy Ha ONOPH3NT HACKHINAIOT 1 T 66330111-101‘0 cynbdara Ha-
Tpus. KosnoHKy npoMbIBatoT nocnenoaaTeano 20 oM’ cMecH TeKcaHa C aue-
TOHOM B cooTHomenuy 2:1 1 10 oM’ TekcaHa W OCTAaBIAIOT Ha CYTKH NpH
KOMHATHOH} TeMIepaType AJi BHICYIIHBaHUA.

8. Orbop npod u xpaHeHHe

Ot60p npo6 NPOHU3BOUUTCA B COOTBETCTBHH C «YHHGHUMPOBAHHEIMH
npaBunaMu otéopa npob CenbCKOXO3ANCTBEHHOH TNPONYKILHH, IHIIEBBIX
MPOAYKTOBR H 06BEKTOB OKpYXarolllel Cpeasl A ONpENEICHHA MHKPOKOIH-
4yecTB necTHuuxoB», Ne 2051-79 ot 21.08.79 r., a Takxke B COOTBETCTBHH C
I'OCT P 51592-2000 «Boga. O6wue tpeGoBanus x otbopy npodyn, FOCT
28736-90 «KopHemnunons KOpMOBBIE».

TIpoGrl BOAB! XpaHAT B repMETHYHO 3aKPHITOH CTEKIHHOH Tape B Xo-
NOAUNLHHKE [IpH TeMnepatype 0-4 °C.

TTpo6b1 OOTBE M KOPHETIONOB CBEKIIBI XpaRAT B XOOARILHHKE B nomu-
3THJICHOBEIX NaKeTaxX npH Temneparype 0-4 OC g Teuenue xo 3-x cytok. s
IUIMTETBHOTO XPaHEeHUs NpoGBl 3aMOPAKHBAIOT M XPAHAT B MOPO3HIIBHON
KaMepe npH Temmeparype -18°C 1o 2-x 1er.

IMepen aHAaMH30M KOPHEIUIOAB! Pa3MOpPAXXHBAIOT H H3MENBYAIOT Ha Tep-
Ke. boTBy HaMenpyaroT.

9. IlpoBenenue onpeseeHHs
9.1. Booa

[ToMemaAoT B AeMuTeNbHy0 BopoHKy 200 cM’ BOJBL, TOAKACISIOT 2H
pacTBOpoM CoJLIHOM kucaoTsl A0 pH 2 1 go6asnsor 80 r (8 gakiHbIX ToXeK)
XJIOpHIa HATpHs. DKcTparupyior obpasen 100 cM® QHITHIOBOTO 3Hpa my-
TeM BCTPSXHBaHHA BOPOHKH B TeyeHHe 2-X MuHYT. CobupaioT opraHHude-
CKHH CI0# B KOHLEHTpaTop, Mpornyckas ero yepe3 Ge3BoiHbI cynbdar Ha-
Tpus. BoaHEi# C10H BHOBH NOMELIAIOT B JEMHTENBHYIO BOPOHKY M 3KCTpak-
LHIO nosl‘opm(rr OBOXABI ¢ TeM Xe o0beMoM 3¢dupa (obmnil o6beM 3Kc-
TpakTa - 300 cM),

B KOHLEHTPATOp ¢ 3KCTPAKTOM NPUMMBAKT 1 oM’ 1% pactsopa Ton-
STHJICHTIMKOMS B AHITUNOBOM 3(HPE H YNapUBalOT pacTBOPHUTENL Ha poTa-
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LIMOHHOM BAKyyMHOM WCIIapHTeNe NpH TeMmepatype He Bhime 35°C 1o 065~
ema 0,5 - 1 c’. OcTaTok pacTBOPHTENs YAAIAIOT TOKOM BO3ZyXa HJIM
a30Ta NPA KOMHATHOH Temnepatype. IIpy HapymeHHH pexuMa ynapu-
BaHHNs BO3MOXKHBI GoJblike IoTepu I'Mmexca3oa BBHIY €ro BLICOKOH
JnerydecTdH. JlaHHbIi pexXMM ynapHUBaHMS Heo0X0AMMO co0J0aaTh M
npH aHanu3e I'umekcasona B APYrux cpeaax.

K ocratky B konuenTpatope noGapnstor 2 cM® 0,2 % pacTsopa nu-
sTunxnoptHodochara B anerone u 0,05 cM® 25 % pacTBopa Kap6oHaTa Ka-
NMA, TUIOTHO 3aKPhIBAKOT KOHIEHTPATOP CTEKISHHON npoGKO# M BLUIEPKH-
BaloT NipoGy Ha BONAHOM Gane npu Temneparype 45°C B Teuenue 15 MEHYT.
Tlocne oxnakaeHns npobsl KOGABIAIOT B KOKLEHTPAaTOp 2 CM’ ALETOHA
cMech nepeMeninsaoT. Beogar B xpomarorpad 1,0 - 2,5 Yivy IPOOEHL.

9.2. Koprennodsi u 3eneHaa Macca caxaprHoi ceexnsl

O6pa3sen KOpHENJI0J0B caxapHo# ceekinl Maccoi 50 r (wim 25 r 3ene-
HO#M Macchl) IOMEWAKT B MIOCKONOHHYIO KOIGY EMKOCTBI0 250 CM° ¢ MpH-
waudosanHol npobkol, npumsator 100 cM’ anerona u axcTparupyior I'u-
MEKCa30J1 Ha anmapaTe Ajsd BCTpAXHBaHHA B TeuenHe 30 MuHYT. 3aTteM co-
JepxuMoe Konbsl QUABTPYIOT B KOHLEHTPATop Yepe3d GyMaxHHIR Quiabtp
METOJOM JeKaHTaluHH. [ToBTOpsIOT Mponece 3KCTPaKUHH JBAKABL, IPH 3TOM
JUIsL KOPHETIIONOBR HCNOJB3YIOT Ase mopuuk no 100 o aneToHa, a [ 3e-
nieHo# Macchl - no 50 o, JKcTpakThl 00beIMHAIOT B KOHUEHTpaTope. K
00HeAHHEHHOMY 3KCTPakTy A06aBasior 1 cM® 25% BomHOTO pacTeopa yrne-
KHCIIOro KallHd M YNapHBalOT PACTBOPHTENb Ha POTalHOHHOM BaKyyMHOM
HCTIapUTeNe TIpK TeMnepaType He pbime 35°C. BoAHEI OCTaTOK H3 KOHUEH-
TpaTopa IEPEHOCAT B ACNUTENbHYX0 BOPOHKY, OOMEIBAlOT KOHLEHTPATOp
ABYMS IOPIMAME 110 50 M’ JHCTHIUIAPOBAHHOMN BOJBI TIPH aHANIH3€e KOpHe-
IUIOAOB H 1o 25 cM’® TIPH aHanu3e 3ejaeHo# Maccsl. JIo6aBnsioT B BOPOHKY 1 1
JBYYTJIEKHCIIOTO HaTpusA, 10 r XJOpHCTOrO HAaTpUA M CMECh TINATENBHO fe-
pemeuwmparor, [IpuGasnsior 100 cM® AuSTHIIOBOTO 3gUpa M CMECh BCTPAXH-
BalOT B BopoHke 1-2 MuHyTel. Opranndeckiif BepXHHi COH oTOpackIBalOT.
OumctKy 3$HpoM OBTOPAIOT €lE IBa pa3a, MCIONb3Ys TOT e 00BeM pac-
TBOpHTeJst. BogHEIH pacTBOp MOIKHCIAIOT B BOPOHKE 2H PacTBOPOM CONd-
HO¥ kucaoTs! a0 pH 2, no6asnsioT 10 r TBepAOro XJOPHCTOrO HaTpHA H 3KC-
TParupyiotT ['uMexcason OHSTHIOBBIM >PHPOM TPHKIBL nopuramu mo 100
oM. DPHPHBIT IKCTPAKT COOGHPAIOT B KOHLEHTPATOp, MPONYCKas ero Mocie
pasfenenua cloeB B BOPOHKe depe3 Oe3BonHBIH cynbdat Harpus. Jobasns-
10T B KOHUEHTPaTop 1 oM’ 1% pacTBOpa MNOMHTHICHIIHKONA B AUITHIOBOM
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3QHpe U BRIIAPHBAKT PAaCcTBOPUTENL JOCYXa Ha POTALHOHHOM BaKyyMHOM
vicnapHTene Py TeMepaType He Bbie 35°C.

Ipu aHanu3e KOPHEIUIONOB K OCTA4TKy B KOHIEHTpAaTOpe A0OABIAROT
2 oM 0,2 % pacTBopa JAMATHIXIOPTHOQOCHATA B ALETOHE, 2 CM ALETOHA,
0,05 cM® 25 % BOJHOrO PAcTBOPA YIIEKHCIIONO KATMS, JUIOTHO 3aKPhIBAKOT
KOHLIEHTpATOp CTEXIIHHOH MpoOKo# M BHIAEPXHBAIOT Mpoly Ha BONAHOH
6aHe npy TeMneparype 45°C B Teucnue 45 MHHYT.

Ilpu ananu3se 3e1eHOM MAcchl K OCTAaTKY B KOHLEHTparope J00aBiAoT 2
e’ 0,2 % pacrsopa m@dTHIKIOpTHOGOC(ATa B areTore, 0,05 ¢’ 25 %
BOJHOTO PacTBOPa YTJEKUCIOro Kauus, INIOTHO 3aKpPHIBAIOT KOHLEHTPAaToOp
CTEeKIAHHON NpoOKOH M BELAEpPXHUBaAIOT Npolby Ha BOAsHOMH Gane npH Temme-
parype 45°C B Teuenue 30 MHHYT.

[Tocne oxnaweHus pacTBOP M3 KOHLEHTPAaTopa MePEeHOCAT Ha XpoMa-
TOrpaQuyecKy o KOJIOHKY ¢ DIOPH3UIOM, IOATOTOBICHHEYIO, KaK YKA3aHO B
pasgene 2.3.5. ¥ IPOIyCKAIOT uepes KONOHKY 6 oM’ rexcana H 14 ¢’ cMecn
reKCcaHa ¢ aueTOHOM B COOTHOMmEHHH 85:15. Dnroatr cobHpaoT B KOHIEHTpa-
TOD ¥ BBINAPHBAIOT PaCTBOPHUTENH JOCYXA Ha POTALMOHHOM BaKyyMHOM HC-
napKTene npu Temnepatype He eiue 35°C.

JiobaBnai0T B KOHUEHTPATOp MpPH AHANN3E KOPHEINOAOE 4 oM’ auero-
Ha, 3 [IPH anaTu3e GOTEE! 2 CM® H BROJAT B XpoMartorpad 1 - 2,5 MM’ npobl.

9.3. Ycnosusn xpomamozpauposanus

HabueHEIE KOTOHKH.

Xpomarorpad "Liser-600" c TEpMOHOHHBIM JETEKTOPOM B PEXUME Je-
TexTuposanns docdopa (npeaen nerexTuposanus - 2 x 1077 r/em’ no doc-
¢opy B METHINAPATHOHE).

Pa6ouas mkana snexrpomerpa 32x10" wm 64x10". Ckopocrs mawNce-
HHA JeHTH camonucua 300 Mmm/yac.

Konoxka cTewIsHHas, CnUpaneHas, JNIMHOK | M, BHYTpeHHHMH auameTp
3 mu, 3anonnenHas 5% OV-17 va Xpomatone N- AW - DMCS (0,16-
0,20 Mm).

Temneparypa ucnapurens - 2500C, tepMocrara kojonx# 1650C, nepe-
XoaHo# Kamepbi - 320°C,

TazoBslit pexcam: a3oT - 30; Bonopox - 14; Bo3ayx - 180 cv’/mun.

AGconoTHOe BpeMa yaepxuBanusg - 4 muH 00 cex.

O61em BBOMHMOM NPOGH — 2,5 MM’,

JInHeiHOCTh NETEKTHPOBAHKA coxpaHsercs B npeaenax 0,1-5,0 ur.

AnprepHathpHas Qaza: 5% SE-30 na Xpomarone N-AW (0,20-
0,25 mMMm), ANMHA KOTOHKH 1 M.

12
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Kaxayro ananuzupyeMyio npofy BBOAAT B Xpomarorpad 3 pasa M Bhl-
YHCIIAIOT CPEAHIOI0 BBICOTY IHKA.

OGpa3upl, garoue MUKy G0ibIIKe, YeM CTaHAAPTHHIA pacTBOp C KOH-
neHrpamuamu 'mmexcasona 2 MKI/cM® COOTBETCTBEHHO, pa30aBigIoT.

KanunnspHsle KOIOHKH.

Xpomarorpad «Kpucrama 2000 M» ¢ TepMOMORHBIM AECTEKTOPOM C IIpe~
He;IoM feTexTHpoBanHs 1o hocdopy B MeTadoce He Brime 5107 riem’,

Konosxa Kanunisipdasl KBaplesasl, ANHHA 15 M, BHYTpEHHHH AuaMerp
0,32 MM, xunxas gpaza DB-1701.

Temneparypa TepMOCTaTa KOJOHKH NporpaMMuposanHas. Hawanenas
Temneparypa — 120°C, Beiepxka 4 MHHYTEL, HarpeB KOJIOHKK 110 4 rpanyca
B MHHYTYy X0 Temueparypsl 160°C, Belmepska 5 MHHYT; HarpeB KOJOHKH —
40 rpanycoB B MHHYTY R0 Temnepatypsl 200°C BREpXKa 5 MHHYT.

TeMnepaTypa scuapurens - 260°C, nerexropa - 320°C.

IazoBBIif pexxum — Splitless.

[as-HOCHTENL — Tennii. MMHMMANEHEIA pacxon remms — 20 cM/mum;
IANHTERbHOCTD cOpoca ~ 1 MuA.

T'az 1 - remu#t, pacxom - 0,5 cM’/MuH, NmHeHHas CKOPOCTh —
21 cm/cex, nasneHse Ha BXozae ~ 26,01 kila.

T'a3 2 - renuii (npoxysxa ucnaputens). Copoc 1:100, Havano cbpoca —
5 cexk, pacxon — 50 cM /MHH.

a3 3 — asor (noaays B JETEKTOP), PacXof BO BpeMsA aHAmM3a —
35 cM’/MuH.

IpogyBka cHCTeMBI nocie aHanusa npu Temneparype 200°C B Teyenue
5 MHHYT; fIPOAYBKa J€TeKTOpa a30ToM — 60 MI/MHH; IPOAYBKa HCIIapHTENS
renneM ~ 60 cv’/MuH. i

Pacxon Bozopona — 14 cM’/mun., pacxon Bo3ayXa — 180 cv’/Mu.

AbcomoTtHoe BpeMs ynepkubanus ['uMekcaszona — 15 MHH 42 cex —
15 mun 50 cex.

O61Bem BBofIMO# NPoGal — 1 MM,

JlnneitHOCTS AeTEKTHPOBaHHUA coxpausercs B npegenax 0,05 — 0,5 Hr.

O6pasupl, gaomue nuxy Oonbure, YeM CTaHRAPTHBIK pacTBOp C KOH-
uenTpaumeit 0,5 MKr/cM’, pa3zGaBasIoT.

10. OGpadoTia pe3yabTaTOB aHAIN3A

Hnsa 06paboTki pe3yabTaToB XpoMaTorpa¢Hdyeckoro aHaiu3a MCmoNb-
3yetcs nporpamma cbopa u o6paboTki xpomarorpadrdeckoil HHGOpMaUNH
«XpoMaTaK AHATUTHK», Bepcus 1.20.
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AnsrepHaTuBHas 06paboTka pe3ynsTaTos.

Conepxanre ['nmexcazona B npobax BOABL, 3€NIEHOH Macce U KOpHe-
MI0JAX CaXxapHO! CBEKJIHl PacCYMTHIBAIOT METOHOM abCOMOTHOH KanHOpoB-
K4 no gopmyie:

Hi-AV

X= P

Ho‘ m- 100

X - conepxarnne I'umekcazona B pobe, MI/KT;

Hj - BeIcoTa nuka obpazua, MM;

Hg - BBICOTa MMHKa CTaHIapTa, MM;

A - KOHUEHTpPAINA CTAHNAPTHOTO PacTBOPA, MKI/MJI;

V - obbeM 3KCTpPaKTa, MONTOTOBICHHOrO IS XpOMaTorpadpoBaHHs
(m);

m - Macca WIH 00beM aHanmu3rpyemoro obpasna, T Wil M.

P - coneprkanue 'HMekcasona B aHaTHTHYECKOM CTaHIapTe.

11. TIpoBepka NpHeMIEMOCTH Pe3YILTATOR
napaieJIbHBIX onpe/esleHHH

3a pe3yneTaT aHaNM3a NPHHHEMAIOT cpejlHee apH(PMETHIECKOE pe3yib-
TAaTOB ABYX MapaiiefbHbIX ONpefeNeHHH, PaCXOXKIAECHHE MEXIY KOTOPBIMH
He TIpeBHIIAET Npeae)Ia nosropaeMocty (1):

2X; -~ X5/ - 100 <r 03]
X +X,)

rae Xy, X»- pesyabTaThl MapajUIeNbHBIX ONpeaeneHui, Mr/KT;
I- 3HaYeHHe Npefena noBTopseMocty (Tabmuua 1), mpu sTom r = 2.8 o;.
IIpu HeBbinoAHeHuH yeuoBus (1) BLIACHAIOT NPUYHHLI NIpEBbIMIe-
HEA Npeaesa
TIOBTOPSAEMOCTH, YCTPaHAIOT UX ¥ BHOBE BRINOJHAIOT GHANM3,

12. Odopmaenne pesyabTaToB

PesyneTaT aHann3a npescTaBIAOT B BHAE!

(X& A) mr/kr npu BepositHocTH P= 0.95,

rae X - cpepnee aprdMeTHYECKOE Pe3yNLTATOB ONpeseneHuit, Npu-
3HaHHBIX IPHEMIEMBIMH, MI/KT;

14
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A - rpanuila a0COMIOTHOMN NIOIPEIUHOCTH, MI/KT;

A= 3*X/100,

& - rpaHHUAa OTHOCHTENBHOH MOTPEIHOCTH METOAHKH (IoKa3aTenkb
TOYHOCTH B COOTBETCTBHMH C AHANIA30HOM KOHUEHTpaumii, Tabnuua 1), %.

B cnyyae eciii COJEp)KaHHE KOMIIOHEHTa MEHEe HIDKHEH IpaHHLB
Jfara3oHa OnpenenseMblX KOHUEHTpalui, pe3ynabTaT aHajiH3a [pe/cTas-
JIAI0T B BUZE:

«coaepkaHue BewecTsa B npobe menee 0,0 1Mr/krn*

* - 0.01 mr/xr - npenen oGHaPYKEHUA.

13. KoHTpoJb KayecTBa pe3yJIbTAaTOB H3MePeHHi

OnepaTHBHEIA KOHTPOJIb IOIPEINHOCTH H BOCIIPOH3BOAUMOCTH H3MEpe-
Hulf ocymectmsercs B coorsercTsun ¢ [OCT P HCO 5725-1-6-2002
«To4HOCTE (MPaBHIEHOCTH U MPEH3HOHHOCTH) METONOB M PE3YJIBTATOB H3-
MEpEHHI.

13.1. CraOunsHOCTE pe3yNbTaTOB M3MEPEHMH KOHTPOIMPYIOT Iepex
TIpOBEJCHHEM H3MEDEHUH, aHANIU3HDYA ONMH H3 IPalyHPOBOYHBIX PacTBO-
PoOB.

13.2. TinanoBH# BHYTPHIAGOPATOPHEIH ONEPaTHBHEIH KOHTPONDL NpO-
UeAyps! BHIIONHEHUS aHANH3a TIPOBOANTCS METOOM J00aBOK.

Bennuuta go6asku Cy NOJDKHA YROBIETBOPATE YCIOBHIO:

Ci=A,x+A,%,

rre, = A ;% (A ,X) — xapakTepHCTHKa NorpelmHocTH (abconroTHas 1o-
TPEUIHOCTh) Pe3yNbTaTOB aHAIN3a, COOTBETCTBYIOMIAS COMAEPKAHHIO KOMIIO-
HEHTA B HCTIbITYEMOM o6pasile (PaCYETHOMY 3HAYEHHMIO COJEPXKAHHA KOMIO-
HeHTa B 00pasie ¢ 106aBKo# COOTBETCTBEHHO) MI/KT, NIPH 3TOM:

A= 0,84 A,

rae A - rpanuua aGCONOTHOM ITOrPEUTHOCTH, MI/KT;

A=8*X/100,

§ - rpaHMnA OTHOCHTENbHOHM MOIPeIUHOCTH METOJHKH (IIOKa3aTelb
TOYHOCTH B COOTBETCTBHM C JIMANa30HOM KOHUEHTpauuH, Tabmuua 1), %.

PesynsTaTr KOHTpoA npoueAypsl Ky paccunTeisaor no popmyie:

K.=X'- X-C,,

rae X', X, C, cpenHee apupMeTHYECKOE PE3YNBTATOB HapaUleNbHEIX
onpepencHu# (NpU3HaHHEIX MpHeMJIeMBIME N0 1. 11), comepxanus xomno-
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HeHrta B obpasue ¢ RoGaBKOH, HCIEITYeMOM 06pa3ie M KOHIEHTpauus Io-
6aBKH, COOTBETCTBEHHO, MI/KT;

Hopmarus xorTpoisa K paccuuTsIBatoT o opmye:

K=+ nx ALY

MposomaT comocTaBneHHe pesyiabTata KOHTpons mpoueaypst (Ko ¢
HOpMaTHBOM KoHTpous (K).

Ecnu pesysnbsTaT KOHTPOJIS NPOLEAYPH! YAOBIETBOPSET YCIOBHIO:

Kd <K, @

HpoLEnypY aHalH3a MPH3HAIOT YAOBJIETBOPHTENLHOH.

Ilpu HeBBINOAHEHWM YCnoBUA (2) NpoUENypy KOHTPONS NOBTOPSIOT.
ITpu noBTOPHOM HEBHIIONHEHUM YCIOBHS (2) BLIACHAIOT NPUYHHEI, PHBO-
Jsunde K HEYNOBIETBOPHTENLHEIM pe3ynbTaTaM, H IIpHHUMAIOT MEPBE N0 X
YCTpaHeHHIO.

13.3. IlpoBepka NpHEMIEMOCTH PE3YJILTATOB U3MEPEHHH, NOMyYEeHHbIX
B YCJIOBUAX BOCIIPOM3BOJMMOCTH:

Pacxoxaenne Mexay pe3yabTaTaMyi H3MEPeHHH, BRIIOIHEHHBIX B ABYX
pa3HbIX JabopaTopusX, He MOMKHO IIPEBBIUATE NPEAeia BOCTIPOH3BOAUMO-
cti (R)

2:X, =X, -100 <R 3)
X+ X3)
rae X, X; — pe3yabTathl H3MEPEHHM B ABYX pasHbIX JlaboparopHsx,
MI/KT;
R — npenen Bocnpon3BoguMocTH ( B COOTBETCTBHM € QHANA30HOM KOH-
neHTpaiui, Tabmiua 1), %.
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