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VTBEPXJAIO

PykoBoautens ®epepansHoit ciryxObl
110 HaA30pY B cdepe 3alUThE paB
norpebuTencii u Gnaronomy4yus Jenaosexa,
I'naBHbI# rocynapcTBEeHHbIN CaHUTapHbIH
Bpau Poccuiickoit ®enepauun

A. 1O. Tlomnosa
24 wons 2014 r.

4.1. METO/Ibl KOHTPOJIA. XUMHWYECKHUE ®AKTOPHI

Ornpenesienne 0CTATOYHBIX KOJIHYECTB dMOKCHKOHA30.1a
B 3€JIeHO0il Macce, 3epHe H MacJjle KyKYypy3bl METOA0M
Kanu/LISIPHO# ra3oxknaKocTHoli XxpomaTorpadun

Mertoangeckne ykasauus
MYVYK 4.1.3187—14

CBuzIeTeNbCTBO O  MeTpomorvyeckodt arrectaumu  Ne 01.5.04.176/
01.00043/2014.

Hacrosiue meToauyeckue yka3saHHA YCTaHABIMBAIOT NOPAAOK NpUMe-
HeHMs MeTola KanmwUIAPHOH ra3sokMIKOCTHOM Xxpomarorpaduu s onpene-
JIEHUs MaccoBOl KOHLUEHTPALUH SMOKCHKOHa30/a B 3eJleHOM Macce, 3epHe U
Macie KyKypy3sl B [uanasoHe koHueHTtpauu# 0,05—0,5 mr/kr.

MeTtoauueckue yka3saHus HOCAT PEKOMEHAATENbHBIN XapaKTep.

Hassanue neiicTyromero semiecta o HCO: 3n0KCHKOHA30J1.

Hassanmne neitctByromero Beuiectsa no MIOITAK: 1-{2-(4-dropoe-
uun)-[3-(2-xnopdenun)oxcupan-2-unlmerun } -1 H-1,2,4-tpuazon.

CrpykrypHas hopMyna:
(o]
F
o]

/\

—Z
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Omnupuyeckas popmyna: Cy,H);CIFN;O.

Monexynapnas macca: 329,8.

Onoxcuxonazon npeacrasisier coboit 2R,3S — 2S,3R sHaHTHOMEPHYIO
napy.

BecuBeTHbie KpUcTaLIbl 6e3 3anaxa.

Temneparypa mnnaBaenus: 136,2°C. Hasnenue mnapa npu 20 °C:
< 0,01 mlTa.

Koadpurment pacnpenencHus H-okTaHon—soaa: Koy logP = 3,44 (pH 7).

PacTBOpHMOCTS: B Boge — 6,63 x 107 1/100 cM® (20 °C); renrane — 0,04;
auetoue — 14,4; muxnopmerane — 29,1 (/100 cv’).

BewecTBo He ruaponusyercs npu pH 5—7 B Teuenue 12 nueit.

B 6uonormyecku akTHBHBIX 1MOYBaX 3MOKCHKOHA30J1 pa3jaraeTcs roy-
BEHHBIMH MUKpoopranusMamu — DTsy okono 2—3 mecsiueB, B pacTeHHAX
3KCTEHCHBHO JIETPaUpYeET.

Kpamxasn moxcuxonozuueckan xapakmepucmuxa. OcTpas nepopaibHas
ToKCH4HOCTh LDso mia kpeic > 5 000 mr/kr, ocTpas OepMaibHas TOKCHY-
HocTh LDso mna kpeic > 2 000 MI/Kr; He OkasbiBaeT pasjpakaloiero meict-
BUA HA KOXY M riasa KpoJivKka.

Obnacme npumenernus. CucTeMHbIH QYHIHIMA IUIMPOKOTO CrIEKTpa aeit-
cTBH4, o6nazaeT npodunakTuiecKkuM H JevebHbIM cBOMcTBaMy, 3ddexTuBeH
NpOTHUB BO3OYyauTENeH prkaB4MHBI, MyYHHUCTOH POCBI B IIATHHCTOCTH Ha 3€p-
HOBbIX H CO€.

1. IlorpemBocTe H3MepeRnii

Mpu cobmonennn Bcex perfiiaMeHTHPOBAaHHBIX YCJIOBHH NpOBENCHUA
aHaju3a B TOYHOM COOTBETCTBMM C JAHHON METOHHMKO¥H MOrpemHocTs (1 ee
COCTaBJIAIOLIME) PE3YNLTATOB M3MEPEHHI NPH JOBEPUTELHON BEPOATHOCTH
P = 0,95 ne npeBbllIacT 35aUeHAM, MPUBEACHHLIX B Tabm. 1.

Mertponoruueckas xapakTepucTHKa METO1A MpeACTaBieHa B Tabn. 1 u 2.
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MYK 4.1.3187—14

oT 0,05 10 0,5 Bk

Tabnuua 1
MerTposoruueckne napameTpbl
Mokasarens | 1OK3ATENH MPOME- | 1y, parery
KYTO4HOM IpeLu- [Tokasarens
nosTopsieMoc- BOCIIPOU3BO- *
3HMOHHOCTH (OTHOCH- TOYHOCTH
TH (OTHOCH~ _ | aamocTH (oT-
Juana3son TENBHOE Cpea- TENLHOE CPENHE- |© o\ o  hoe (rpasuusr
H3MEPEHUH, Hexpanpary- | KBAIPATHYECKOE |\ oy | OTHOCHTENL-
MmaccoBas YeCKo g or- |OTIIOHEHHE B YCIO-| "o 0o HO# morpeiu-
KOHUEHTPALHA. BHAX Bapuaiuy ¢ak- HOCTH IIpH
KIOHCHHE OTKJIOHEHUE
MI/KT TOPOB «BPEMA», BEPOATHOCTH
NOBTOpPAEMO- BOCTIPOM3BO- |~ 5'_ 1 g5
cty) (ONEPETOP» B OA- | yyvocTa) =0.95),
o Ho# naGoparopuu), o +6, %
o, % o On, %o
ORus %
3enenas macca
KyKypy3s! ot 0,05 9 11 12 24
no 0,5 Bk
3epHO KYKYpY3bl
ot 0,05 50 0,5 BKr. ? 1 12 24
Macno kyxkypy3bl 9 1 2 24

Ta k=2

" COOTBETCTBYET PACIIMPEHRHON HEOTIPEAENEHHOCTH Uy, TPH KoDHHLIMEHTE OXBa-

[lonHoTa wW3BNE€4YEeHMS BEIIECTBA, CTAHIAPTHOE OTKIIOHEHME, NOBEpH-
TejlbHbIA MHTEpBaNl CPEeJHEro pe3ynpTaTa IS MOJHOTO JMana3oHa KOHLEH-
Tpaumii (n = 20, P = 0,95) npusenenst B Tabn. 2.

Tabnuua 2
Jlnanason | Cpennce _ o
AHannsupyemsiii %&?e{ OnpeLENsc- | SHauCHHC AST::oc ﬁgﬁpgzﬁ?ﬁ?
00beKT, MI/Kr meﬂgﬂy, ’;’;'Tx Ko:;a Eg:? :: :_l o-r:gxoue- HeroppeayngTa-
mr/kr | B Mll_’/ﬁ ’ HH;! o, | HHE, S, % Ta, = %
3encHas Macca
yKyPYaBI 0,05 0,05—0,5 813 3,9 3,5
3epHo Kykypy3si | 0,05 0,05—0,5 83,0 3,0 2,7
Macno kyxypyssi| 0,05 0,05—0,5 82,1 34 3,1
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2. Metox u3mepenuii

Mertoauka OCHOBaHA Ha ONpENE/ICHWH 3MOKCHKOHA30Jla METONOM Ka-
NIUTAPHOM ra3oXUAKOCTHON XpoMaTorpaMu ¢ HCHONb30BAHUEM 3JIEKTPO-
HO3aXBaTHOTO AETEKTOpA IOC/IE €ro H3RJIEUECHUA W3 00pa3LOB 3eneHol Macchl
KYKYPY3bl, 3¢pHa 4 Maclia OpraHH4€CKIM PacTBOPHUTEIIEM, OYMCTKE IKCTPAKTa
B CHCTEME ABYX HECMEIUMBAIOIIUXCA PacCTBOPUTENEH U Ha KOJIOHKE C CHJINKa-
renem.

WnenTnduxanus 3nokCMKOHa30/1a MPOBOAMTCA MO BPEMEHH YAEp)KHBA-
HUS, KONIHYECTBEHHOE ONpPEENIEHHE — METOROM abCOMOTHOM KaanOpOBKY.

H36uparenbHOCTh MeToda obecneqnBaeTcs COYETaHHEM YCNOBHM moa-
roToBKH NMPo6 U XpoMarorpapHpoBaHUs.

3. CpeacrBa H3Mepennii, peakKTHBbLI, BCIOMOraTeIbHbIe
YCTPOiiCTBA H MaTepHaJibl

3.1. Cpedcmea usmepenruii

[a30BbIit xpoMaTorpad ¢ 371eKTPOHO3aXBATHBIM
JETEXTOPOM M KBaplieBOH KanWUIAPHOMH KOJIOH-
kol uinHOH 30 M, BHYTPEHHUM JHAMETPOM

0,32 MM ¢ TOJIIMHOM cl10A HenoNApHOH! HemoA-
BIDKHOIM dasbl 0,25 MxM

Bechl aHaJIMTHYECKHUE C NIPEACIOM B3BELIMBAHMA
10 210 r v IpeaenoM AOMYCTHMOMN NOrpetrHoCTH

0,2 Mr I'OCT 24104—01
Bechl TeXHU4YECKHE C PENENIOM B3BEIIHMBAHUA O

400 r u pomyctuMoii norpemHocTeio 0,1 r T'OCT 24104—01
Kon6s1 MepHBie co tuindom eMkocTsio 25, 50,

100 e’ TOCT 23932—90
Muxkpommpun M1-10 TY 2-833-106

TTvneT«u rpagyupoBaHHbiE eMKOCThIO 1,2, 5 1 10 cm® [OCT 29227—91
IIpoGupku MepHBbIE €O MLTM(POM EMKOCTBIO 5 H

10,0 cm® TOCT 23932—90
Llwunaps MepHbie Ha 10, 50 1 100 cM TOCT 23932—90

Ipumeuanue. Jlomyckacrcs MCNONE30BaHME CPEACTB W3MEPEHHA C aHANOTHY-
HEIMH HITH JIy4IIMMH XapaKTePUCTHKAMH.
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3.2. Peaxkmugst

IMOKCHUKOHA30, aHAIUTHYECKUH CTaHaapT ¢
cozepXaHUeM OCHOBHOro KOMAOHeHTa 99,8 %

A3orT, ocd, B 6aJIOHaxX ¢ peRyKTOpOM I'oCT 9293—74
AUETOHUTpMI, X4 TV 6-09-3534—87

Boga nns naGopatopHoro aHanu3sa (6GuaucTiwm-

pOBaHHast, IEMOHU3OBaHHAA) I'OCT P 52501—05
H-I'ekcaH, X4 TV 2631-003-05807999—98
Harpwit cepro-kuchbiii 6e3Boanniit (cynbdar), una I'OCT 4166—76

Harpuit xa0pucTsli, uaa T'OCT 4233—77

Cunukaresib 1151 KOJIOHOYHOH Xpomarorpaduu
(230—400 mew.), 1 cTreneHn aKTHBHOCTH
OmoeHT Ne 1 i KOJIOHO4HOH Xpomarorpaduu —
cMech rekcan—aueToH (8 : 2, no o6bemy)
Dmo3HT Ne 2 1 KONOHO4YHOM XpoMaTorpaduu —
cMech rekcaH-aueToH (6 : 4, no o6bemy)
IIpumeuanne. Jonyckaercs MCNONb30BaHUE PEAaKTUBOB ¢ GoJice BBICOKOM KBa-
andukauneit, He TPeOYIOIMX AONOJHHTENBHON OUMCTKH PACTBOPUTENCH.

3.3. Bchomozamenbwvrble ycmpolicmea u Mamepuansl

Annapat s BCTPAXUBaHUA Npod TV 64-1-1081—73
Bopouku penurensHeie, BA-3-500 I'OCT 8613—75
Boponku xumuyeckuie KoHycHbie, B-75-100 T'OCT 25336—82
Boporka Broxnepa I'OCT 9147—80
BonocTpyi#tHblii Hacoc TOCT 25336—82
KonGsl IOCKOAOHHbIE KOHHYECKUE BMECTUMOCTLIO

250 1 500 cM’ T'OCT 25336—82
KonGel kpyriofoHHble Ha LLH(e BMECTUMOCThIO

50, 100 u 250 cM® I'OCT 9737—93
KonoHka cTexnaHHas WiMHOH 25 cM ¥ [HaMeTpoM

10 MM

PoTanoHHBIA BaKyyMHbIi HCHAPUTENB C
MeMOpaHHBIM HaCOCOM, 00ecTeMBarOLINM
BakyyMm zo 10 m6ap

CrexnoBaTta
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VeranoBka Ui ynapHBaHHs pacTBoputenelf B
TOKE a30Ta
DuwibTpsi GyMaxHbIe ObICTPOYN GUNBTPALH TV 6.091678—86

Mpumeuanue. [Jonyckaercs npuMeHeHHe 060pyNOBaHHS C aHANTOHYHBIMH W
TYYUIMMH TEXHUHECKUMHU XapaKTePUCTUKaMH.

4. TpeGoBanus GezonacuocTH

4.1. Ilpy BBINOMTHEHNH M3MEpeHMii HeoOxoxuMo cobmonaTh TpeGoBanms
TexHUkH Oe3omacHOCTH npu paboTe € XUMWYECKMMH pPeaKTHBaMu MO
I'OCT 12.1.007—76, TpeGoBaHus no 3nekTpoGe30mnacHOCTH Npyu paboTe ¢
anektpoyctaHoBkamu no 'OCT 12.1.019—09, a tawke TpeGoranus, u3jo-
MEHHbIE B TEXHUYECKOM JOKYMEHTAaLMY Ha ra3oBhlit Xxpomarorpad.

4.2. INomewenue nabopaTopyu KOMKHO ObITH OGOPYNOBAHO NMPUTOYHO-
BBITSDKHOH BEHTWUIUMEH, COOTBETCTBOBaTh TPeGOBaHUAM MOXapHOM Ge3o-
nacHoctH no I'OCT 12.1.004—91 u umeTh CpeACTBa MOXAPOTYILEHHUSA
no I'OCT 12.4.009—83. ConeprxaHue BpeJHBIX BELIECTB B BO3AyX€e HE HOJDK-
Ho npesbimate IIJK (OBYB), ycrasoBnennsnix I'H 2.2.5.1313—03 u
2.2.5.2308—07. Opranusauus o6y4eHus paGoTHMKOB 6€30nacHOCTH TPYAa —
no 'OCT 12.0.004—90.

4.3. Tpu pabote ¢ razamu, HaXOAJIMIUMHCA B Ga/UIOHAX NOX HABICHHEM
zo 15 mITa (150 kre/cm®) HeoGxomumo cobmonats «IIpasuna ycTpoHCTBa 1
6e3onacHoOl SKCIIyaTalUM CTAaLMOHAPHEIX KOMIIPECCOPHBIX YCTAHOBOK, BO3-
ZIyXOBOZOB M ra3ompoBofoB nop AasieHunem» ITB-03-576-03. 3anpemaercs
OTKpPHIBaTh BEHTHIb GanioHa, He YCTRHOBHB Ha HEM IIOHIDKAIONIHMIA peXyKTOp.

5. TpeGoBanua Kk KBaJHPHKANHE OHEPATOPOB
W3mepennsa B COOTBETCTBHH C HacToAmEd METOOMKOM MOXET BBINON-
HATh CHELHUAIUCT-XMMHK, UMEIOmMH OnbIT paboThl METOAOM KanwuUIApHOU
ra3’0XKMAKOCTHOM XpoMaTorpaduu, 03HAKOMIIEHHBIH C PYKOBOACTBOM MO JKC-
niyarauuM xpomarorpadya, OCBOMBIIHI JaHHYIO METONWKY M HOATBEPAMB-
MY SKCIIEPUMEHTANBHO COOTBETCTBHE MOJydaeMbIX Pe3yibTaToB HOPMaTH-
BaM KOHTPOJIA NOTPEIHOCTH H3MepeHHii o 1. 13.

6. YcnoBus n3mepennii

Ipu BeInORHEHHYM H3MEPEHUH BHINONHAIOT CIEAYIOLIUE YCIOBHA:

© IPOLIECCH OPUIOTOBCHUA PACTBOPOB M NOATOTOBKH NpO0 K aHAnM3y
NPOBOAAT IpY TemiepaType Bo3myXa (20 + 5) °C 1 OTHOCHTENbHOMN BJIaXKHO-
ctu He 6onee 80 %;
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e BLINONHEHUE M3MEPeHUil Ha ra3oBOM Xpomarorpade npoBoasaT B yc-
JIOBUSAX, PEKOMEHAOBAHHBIX TEXHHYECKOM HOKyMeHTaliuel k npubopy.

7. IloaroToBKA K ONpeReIeHHI0

7.1. Konouyuonupoeanue KONORKHU

ITepen Hauaj oM aHaJM3a KAIMWULPHYIO KOJNOHKY KOHAMIMOHHDPYIOT B
TOKE a30Ta NpH TeMIepaType TepMocTaTa kojioHok 250 °C no crabunmsanuu
HYJIEBOW JINHUM.

7.2. Hoozomoexa pacmeopumeneii

PacTBOpUTENH, UCTIONB3yeMble [UIS aHAIM3a, CHELMaNbHONW OATOTOBKH
He TpeOyIoT. Pexomennye‘rcx [IPOBEPUTH YMCTOTY NMPUMEHAEMBIX PacTBOPH-
Tened. Jlns 3toro 100 cM® pacTBOPHTENS UCTIAPAKOT FPH TIOMOLIH BaxyyMHo-
IO POTAIMOHHOrO PACTBOPHTENS MpH TeMnepatype 40 °C o o6bema 1 M’ u
xpomarorpadupytoT. IIpu o6HapyxKeHU! NpUMeceH, KOTOpbie MOTYT MElUaTh
OnpeeIeHHIO, PACTBOPHTENH OYHHIAIOT OOIIEIPHHATEIMM METOAMH.

7.3. Iloozomoexa xpomamozpaguyecxoii KONOHKuU

B HIDKHIOIO YacCTh CTEKISHHONM KONOHKM IUIMHOM 25 ¢cM M IMameTpoM
10 MM BCTaBJIAIOT TaMIIOH M3 CTEK/IOBATHI, 3aKPLIBAIOT KpaH M BHOCAT Cyc-
MeH3wio 5 T cunukarens B 10 cM’ rexcana. JaloT pacTBOPHTENIO CTedhb 1O
BEpXHEro kpas copOeHTa ¥ NOMEINAIOT Ha HEro cnoﬁ 6e3poanoro cynbdara
HaTpus BbicoTol 1 cM. Kosonky mpomsiBatoT 20 oM’ cMecH reKkcaH—aLeToH
(8 : 2 no o6bemy), nociie Yero oHa rotosa k pabore.

7.4. IIposepxa xpomamozpayuueckozo no8edenHUs INOKCUKOHA301a
Ha KonokKe ¢ cunukaze/mn

B KpyI/ionoHHyI0 K06y emkxocThio 10 cm® ot6upatot 1 CM CTaHAapT-
HOrO pacTBOpa JMOKCMKOHa301a C KOHUEHTpaume# 5 MKr/cm’. OToyBaloT
pacTBOpUTEN: TOKOM a30Ta, OCTATOK PAacTBOPSIOT B 3 CM° CMECH IeKCaH—
aueToH (8 : 2 no 06beMy) M HaHOCAT Ha MOATOTOBNICHHYIO KOJOHKY. IIpoMsi-
BaIOT KOJOHKY 50 cM® CMecH rexcaH-ameroH (8 : 2). dmoar 0oTOpackIBaloT.
3arem NpOMbIBaioT 40 cM® cMecH rekcaH-aueToH (6 : 4), oT6upas (paximuu
ro 10 cm®. Kaxyio ¢ppakuio ynapusaior 1ocyxa Ha pomuuox-mom Wcnapu-
Tesle NpH Temneparype 10 40 °C, pacTBOpAIOT B 1 ¢M® H-TeKcana M aHANH3H-
PYIOT Ha cofiepXKaHHe ITOKCHKOHA301a.
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dpakuuy, COAepKaMHe INOKCHKOHA30), OObEAUHAIOT, YapyuBaoT J0-
Cyxa, OCTATOK pacTBOPSAIOT B | cM® H-rexcaHa U BHOBb aHaIM3UpPYIOT Ha Co-
JepxaHye SMOKCHKOHa30Ma. PacCuHTEIBAIOT coaepkaHMe 3MOKCHKOHA30MA B
JMoare, ONpeAeNOT ONHOTY BLIMBIBAHUA U3 KOJIOHKN M HEOOXOAMMBIi st
3TOro o0BEM HIMOEHTa.

IIpumenanue. ITpoBepky xpomarorpa@Hueckoro noBEACHUS IMOKCHKOHA307a

CNEAYET NPOBOAMTE OOA3aTENBHO, MOCKONLKY NPOQMIL BHIMBLIBAHHS MOMKET U3ME-
HATbCS NP HCHONE30BaHNM HOBO# NapTvy copGeHTa U PacTBOPHUTENCH.

7.5. lpuzomoenenue 0CHOBHOZ0 U ZPAOYUPOBOUHBIX PACMBOPOE

7.5.1. Ocrosnoit pacmeop c¢ xonyenmpayueii 0,1 melem’. TouHyio Ha-
BECKy 3SMOKCHKOHA30MA (100 £ 0,1) MKr MOMEINAIOT B MEpHyl0 KoNby Ha
100 cM®, pacTBOpPAIOT B aLeTOHE U JOBOLAT OOBEM JO METKH TEM e PacTBO-
puTeneM.

T'panyupoBOYHBIE PacTBOPhl IMOKCHKOHA30/1a C KOHUEHTpamuamMu 0,5;
1,0; 2,5 u 5,0 MKr/cM® TOTOBST METOHOM NOCNENOBATENLHOTO pa3GaBneHvs
OCHOBHOTI'0 pacTBopa no 00bemy, MCHONBE3YA FeKCaH.

7.5.2. Pacmeop Ne 1 c KOHYeHmpayueu 3N0KCUKOHA30Na 5 mxz/em’. B
MepHylo konGy Ha 100 cM® BHOCAT 5 CM® OCHOBHOFO PacTBOPa W JOBOIAT
00BEM 0 METKM reKCaHOM.

7.5.3. Pacmeop Ne 2 ¢ xouueumpauueu anoxcuxouaswta 2,5 mxz/cm’. B
MepHYIO IpOGHpKY BMecTMMOCTBIO 10 cM® BHOCAT 5 cM® pactsopa Ne 1 u 1o-
BOJAT 00BEM IO METKH reKCaHOM.

7.5.4. Pacmeop Ne 3 ¢ xouueumpauueu 9INOKCUKOHAS0NA 1,0 mxe/erd’. B
MepHyI0 MpoGHupKy BMecTUMOCThIO 10 cM® nomemaiot 2 cm® pactBopa Ne 1 n
JOBOZAT 001LEM 10 METKH FEKCaHOM.

7.5.5. Pacmeop Ne 4 ¢ Konuenmpauueu 3norccuxoua3wza 0.5 mx2/ci’. B
MepHyio npoGHpKy BMecTHMOCTHIO 10 cM® BHocaT 1 cm® pactsopa Ne 1 u jo-
BOAAT 00BbEM 10 METKH FeKCaHOM.

OCHOBHOI1 pacTBOp MOXHO XpaHUTH B XOJIOMWIBHHUKE IPU TEMIEpaType
0—4 °C B TeueHue 6 MecAlEB, rPpanyMpOBOYHBIC PACTBOPH — B TEUEHUE 2
HEZENb.

Jlns BHeceHns B oOpaseil MW ONPEACICHUN TOMHOTHI U3BJEYEHHA WC~
A0JIB3YIOT COOTBETCTBYIONINE IPalyMPOBOYHLIE PaCTBOPHI INOKCHKOHA30a.

7.6. ITocmpoenue 2padyupoeounozo zpaguxa

Jlna riocTpoenust rpayHpoBOYHOro rpaduka (IIomans nuxa — KOHLEH-
TpauMA 3MOKCHKOHA30/a B PacTBOpe) B XpoMarorpad BBomar no 1 mm® rpa-
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DYVPOBOUYHBIX PacTBOpPOB (He MeHee 3 mapauleNibHbIX U3MEPEHUH I Kax-
N0/ KOHLEHTpaUMH, He MEHee 4 TOUEK MO0 AHana3oHy W3MEPACMBIX KOHUEH-
Tpauuif). 3aTeM M3IMEPAIOT MIOIANU NHUKOB M CTPOAT rpadMK 3aBUCHMOCTH
CPEeAHEro 3HAY€HUs IVIOWAAN NMHKA OT KOHLECHTPaUMU ONPENEIAEMOro KOM-
MOHEHTa B Ipaly¥pOBOYHOM PacTBOpe.

MeToOM HaWMEHBIIMX KBaAPaTOB pPAaCCHYHTHIBAIOT IPaxyHpPOBOYHbIH
ko3¢ duumeHt (K) B ypaBHeHHU JIMHEHHOM! perpeccuu:

C=KS,rne

S — ouank nyuka rpagynpoBOYHOrO pacTBopa.
I'pagynpoBky MpH3HAIOT YAOBIETBOPUTENbHOM, €cny 3HauYeHHE Kod(-
(GuuMeHTa IHHEHHO KOppeNaLy oKa3biBaeTca He Huxe 0,99.
I'panynpoBOYHYIO XapaKTEpHUCTUKY HEOOXOAUMO NPOBEPATH NPH 3aMEHE
peakTHBOB, XpoMaTorpadyeckol KOJIOHKM WIM 3JIeMEHTOB XxpoMmarorpadu-
4ECKOM CHCTEMbl, @ TaKXKe NMPU OTPHLATENLHOM Pe3yJIbTaTe KOHTPOAsS rpa-
IyHpOBOYHOro ko3¢ uieHTa.
'panyMpoBOYHYIO 3aBUCHMOCTb MPU3HAIOT CTaOWILHOM MpPH BHIMONHE-
HHH CNEAYIOLIErO YCIOBHS:
lC -Cx l
< -100< 4, . TAe
C — aTTecTOBaHHOE 3Ha4E€HHE MacCcOBOH KOHLIEHTpaLWK ONpeIensieMoro
KOMIIOHEHTa B rpasly MpOBOYHOM PacTBOpE;
Cx — pe3yabTaT KOHTPOJbLHOIO M3MEPEHHA MacCOBOH KOHLEHTpalUH
OfpeNeNIeMOro KOMIOHEHTa B FPaly MPOBOYHOM pacTBOPE;
Axonmp, — HOPMATHB KOHTPOJS TpajyupoBOYHOro koadduuuenta, %
(Aconmp. = 10 % npu P =0,95).

8. O16Gop npo0 u xpanenue

Ot6op npo6 Npou3BOAUTCA B COOTBETCTBUM C «YHUOHLMPOBAHHBIMM
npasunaMu or6opa npo6 CeabCKOXO3AMCTBEHHON MPOLYKIHNH, NPOLYKTOB
NUTaHUs U OOBEKTOB OKpYXKatollel Cpenbl U1 ONpeAeNeHHs MHKPOKOIHU-
yectB nectunuaoB» (or 21.08.79 Ne 2051—79), a TakKe B COOTBETCTBUH C
I'OCT 13634—90 «Kykypysa. TpeGoBaHuMs HPH 3arOTOBKAX U TOCTAaBKax» M
¢ I'OCT 8808—91 «Macmo kykypy3Hoe. TY». 3epHO KyKypy3bl XpaHiT B
MONIOTHAHBIX MEINOYKAaX MPH KOMHATHO# Temmeparype. Jlns HccaeRoBaTeNb-
CKHX LeJielt IOMyCKaeTca noly4eHue Macia B 1abopaTopuu U3 npo6 H3Meb-
4EHHOTO 3€pHa METOIAOM 3KCTPaKUMU OpPraHHYeCKMM pacTBOPUTENEM IIpH
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temneparype He sbie 40 °C. [Tpo6b1 Macna xpauaT npu 4——6 °C B 3aKpbiTOi
CTEIJIAHHOM WK nonudITHIEHOBOH Tape He 6osee 30 cyTok.

9. IIpoBenenue onpeneIeHHst

9.1. IKCMpaKyus INOKCUKORA3ONG U3 3eNEHOI MACChl KYKYpPY3bl

Hasecxy 3eneHoi Maccht (50+0,1) r BHOCAT B KONOY BMECTHMOCTBIO
500 cM®, noGasnsOT 200 cM® ANETOHMTPHMNA M BCTPAXHMBAIOT HAa MEXaHMde-
ckoM BcTpaxusatene B TedeHne 30 MuH. [Tomydennsiit sxcTpakt GuILTPYIOT
gepe3 GyMaxHblii GuibTp GhICTpOI qmns'rpamm MO BaKyyMOM Ha BOpOHKeE
Bloxne?a B KOHHUECKYIO Konby Ha 500 cM’. Ocanok Ha uisTpe NPOMBLIBAIOT
100 cM” anetonuTpina. M3 oGpeaMHeHHOro axcrpax'ra OTOMpAIOT aNMKBOTY
pPacTBOpa, IKBHBANEHTHYIO 10 r mpobsl, T. €. '/s YacTh CyMMapHOro oGbema
¢dunpTpaTa B rpymieBHAHyI0 konby Jura ymapuBaHus. PacTBop ymapuBaioT
IocyXa Ha poTalMOHHOM MCIIapHTee Npy TeMnepaType 6anu He Bhiwme 30 °C.

9.1.1. Ouucmxa 3xcmpakma 8 cucmeme HeCMEWUBAIOWUXCA pacmeopumeneti

CyXolt 0CTaTOK PacTBOPSIOT B 2 CM® ALIETOHUTPMIA B SO cM® BOZIEI, CHO-
Ba qmm;rpyror qepes 6ymammi»i GWILTP B NENUTENBHYIO BOPOHKY 06eMOM
250 cm’, Kyna 106aBamoT 15 cM® HaCHIEHHOTO pacTBOpa XNOpHa HaTPHA U
30 cM’ rexcana. BOpOHKY BCTPAXHMBAIOT B TeYEHHE 2 MHH M NIOCHE pasiesic-
HUA CJI0EB OTOHPAIOT reKCaHOBYIO (paKLMIO Yepe3 OyMasKHbIH (pmm'p c Ges-
BOZHBIM CyJib(daToM HaTpus B KOHUEHTpaTop o6bemMoM 250 cM’, a BomHy10
(pakuyio BO3BPALIAIOT B AENMTENbHYIO BOPOHKY. DKCTPaKLMIO INOKCHKOHA-
30ma U3 BOAHOM (pa3bl reKCaHOM IOBTOPSIOT emle ABaxasl. O6benWHeHHbIH
reKCaHOBBIH BKCTPAKT YNapWBalOT AOCYXa Ha POTOPHOM WCHapHTENe IpH
Temnepartype 30 °C. [JampHelyo O4UCTKY NPOBOAAT MO . 9.2.

9.1.2. Oxcmpaxyus sNOKCUKORA30NA U3 3EPHA KYKYDY3bl

HaBecky pa3MOOTOro 10 COCTOSHUSA «KPYNIKM) 3€PHA KYKypY3bl
(10 = 0,1) r BHOCAT B KOAOY BMECTHMOCTBIO 250 cM’, no6asnimioT 5 oM’ Bombl
1 S0 CM3 alleTOHHTPWIA M BCTPAXMBAIOT HA MEXaHMYECKOM ammapaTe ans
BeTpAXuBaHuA B Teuenue 30 MuH. ITonydeHHEIH SKCTpakT QUILTPYIOT Yepes
6yma>xm=m ¢wbTp OeicTpolt ¢umbTpaumu B KONOY-KOHLEHTPATOp Ha
250 CM OKCTPaKLMIO MOBTOPSIOT ABXKABI. Ocafok Ha GpuibTpe NPOMBIBAIOT
10 cM® Toit e cMeck. OGbeIMHEHHBIH SKCTPAKT yNAapHBAIOT JOCYXa Ha pOTa-
[MOHHOM HCHapuTelie npy Temneparype 6anu He Beiwe 30 °C. Janee nocty-
malot no . 9.1.1.
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9.1.3. Dxcmpaxyus 3noKCuKoHA3011a U3 MACAA KYKYPY3bl

Hagecky Mac.na Kykypy3st (10 + 0,1) r pacTBOpsIOT B rexcaHe (KoHeu-
Hbllf 06BeM 90 cM 2 B nenutenbHON BOPOHKE IKCTPArupyioT IMOKCHKOHA30J
TpwkAbl Mo 50 cM® aueToHUTpWwia. OGbeAUHEHHBIN ALETOHUTPWIbLHbIH SKC-
TPaKkT ynapuBalOT ROCYXa Ha POTAUMOHHOM MCIIApUTENe IpH TeMIepaType
6anu He Boiure 30 °C. fanee noctynaior o m. 9.1.1.

9.2. Ouucmxa IKCMpaKma Ka KOOKKe C CUUKAzeNem

Cyxo0it 0cTaToK, MoJsiy4eHHbi# 1o nm. 9.1.1—9.1.3 KONUYECTBEHHO Ie-
PEHOCAT TPEMS NOPLMAMH 110 1 cm® smoenta Ne | B MOArOTOBNEHHYIO MO
n73 , CTeKIAHHYIO XpoMaTorpagpu4eckyio KOJOHKy. ITpoMbIBalOT KOJIOHKY
50 cm® 3moeHTa Ne 1. Omoat orGpacsiBaioT. Jlajee 3OUPYIOT 3MOKCHKOHA-
301 25cM’ amoenta Ne2. Dmoar cofMpaloT B rpymeBMIHYWO Konby-
KOHUEHTPATop W yNapuBalOT Ha POTOPHOM HCIApUTENe MpH TeMreparype
30 °C po cyxoro octarka. Cyxoit OCTaTOK pacTBopsioT B 1 oM’ rexcaHa u
BBOJAT B HCIIAPUTENbL XpoMaTorpada 1 MM’ MOJTy4EHHOTO PacTBOpA.

9.3. Yenoeua xpomamozpagpuposanun

[azoBelit XxpoMmaTorpad ¢ 3nekTpoHO3aXBaTHBIM HeTekTropoM. Kammn-
JIsipHas KBaplieBast KOAOHKa JUMHO 30 M, BHyTpeHHUM auamerpoM 0,32 Mm ¢
TOJILLMHOM C0S HenoJspHoH HenomBkHOM ¢asbl 0,25 mxm. Temmepatypa
kojioHku: nporpammupoBaHue o1 130 °C (30 ¢) no 230 °C co ckopoCTbiO
25 °C/mun. Temmneparypa wucnapuresns: 270 °C. TeMHepaTypa AeTeKropa:
300 °C. Pacxon rasza-Hocutens (a3oT) yepe3 KQJOHKY: 2,0 cM /MHH (nenenue
notoka 1:20). IMomays raaa HOCHTENA K perekropy: 18 cM /mm O6bem
KOHEUHOTo 3KCTpakTa: 1 cM’, xpomatorpadupyemsiii obsem: 1 mm’. AGco-

JIHOTHOE BpeMs yAep)KUBaHUA nokcukoHasona: 10 mun 30c+ Sc.

10. OGpaborka pe3yIbTATOB aHAJH3A
KonuyecTBeHHOE OMnpelesieHne MPOBOAAT MeETOHOM abCOMOTHOH Ka-
nnbposku. CofepikaHue SMOKCHKOHAa30a B npoGe (X, MI/Kr) BLIYUCIAIOT 1O
dbopmyse:
S,-K-v 100
X=——— , rae
P f

Sy — rowanp nuKa OpEJIEAEMOr0 KOMIOHEHT Ha XpoMaTorpamme
ucnbITyeMoro obpasua, mm> (AU);
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K — rpamyupoBOuHbIH K03(uUMEHT, HalileHHBI# Ha cTaquy NoCTpoe-
HMA COOTBETCTBYIOLICH IrpayMpoOBOYHOI 3aBHCHMOCTH;

V 00bEM NpoGbI, MOATOTOBNEHHOM AJiA XpomaTorpaguyeckoro aHanu-
3a, cM’;

P — HaBecKa aHanusnpyemoro oopasua, r;

f— TIONHOTa M3BNCHYEHUS ONpENENIeMOro KOMIMOHEHTa, NpUBedeHHas B
Taba. 2, %.

ConepxaHue OCTaTOYHBIX KOJHYECTB 3IMOKCHKOHAa30ja B obpa3ue Bhi-
YUCTAIOT KaK CpeliHee U3 ABYX NapauIeNbHbIX ONPEACNCHUM.

OG6pasibi, JalOmue NHKH 6onbume, YeM CTaHAApTHbIH PacTBOP 3MOKCH-
KOHA30/12 ¢ KOHLIEHTpALMEH 5 MKT/CM’, pa36aBJIsiOT rekCaHoM.

11. Ilposepka npueMJjIeMOCTR Pe3yJbTATOB
napa/LiejbHbLIX ONpeaeIeHni

3a pe3ynbTaT aHanH3a NPHHUMAIOT CpeaHee apudMeTHIECKOE pesynbTa-
TOB ABYX MapalIeNbHbIX OnpeAesieHui, pacXoXIeHHE MEXIY KOTOPBIMH He

NpeBBIIIAET Npu/iesa NoOBTOPIEMOCTH:
2:|X, - X,|- 100 _

X, +X,)
X, X, — pe3ynbTaTthl napauieIbHbIX ONpeneneHuii, Mr/kr;

7 — 3HaYeHHe Mpenena nosropseMoctH (r = 2,80,).

[Tpn nesbinonHeHuu ycnosusi (1) BBIACHAIOT NMPHYMHBI MPEBbILIEHHUS
nipeziesia NOBTOPSEMOCTH, YCTPAHAIOT MX ¥ BHOBb BbINIONIHAIOT aHAN3.

<r,rme )

12. Odopmaeane pesyabTaToB
Pesyn»TaT aHanusa npeacTaBASIOT B BUAE:
(X % A) mr/kr npu BeposTHoct P = 0,95, rae
X - cpenHee apu)METHYECKOE Pe3yNbTaTOB ONpEAC/ICHUI, NpU3HAH-
HbIX MPUEMJIEMBIMH, MI/KT;

A - rpaHulta aGCOMOTHOH# NOrpeLUHOCTH, MI/KT:

_oX

~7100

0 — rpaHMIa OTHOCHTENbHOM NMOrpelIHOCTH METOAMKH (1OKa3aTelb TOU-
HOCTH B COOTBETCTBHY C NHaNa3oHOM KOHUEHTpauuif), %o.

rue

81



MVK 4.1.3187—14

B cnyyae, ecnu colepxanue KOMMOHEHTA MEHEE HIDKHEH rpaHULbI Jua-
Na3oHa ONpeAenaeMbIX KOHUECHTPaLMi, pe3ynbTaT aHaausa NpeacTaBidioT B
BHIE:

«codepoicanue 6ewecmea 8 npobe MeHee HUdICHel zpanuysl onpedene-
Hua» (HanpuMmep: mexee 0,05 mr/kr*, rae * — 0,05 mr/kr — npenen o6uapy-
AEHUA INOKCHKOHA30M1a B 3€PHE KYKYpY3bl).

13. KoHTpoJb KauecTBa pe3yJibTATOB H3MepeHHil

OnepaTUBHBIH KOHTPONb MOrPEILHOCTH ¥ BOCTIPOM3BOJAUMOCTH H3MEpe-
Hui ocymecTBagercs B coorserctsmu ¢ TOCT P UCO 5725-1-6—02 «Tou-
HOCThb (MPaBUILHOCTb M MPEUX3MOHHOCTH) METONOB M pe3yNbTaToB M3Mepe-
HUiY.

13.1. CrabunbHocT, pe3ynbTaToOB W3MEPEHHUH KOHTPONUPYIOT nepen
NPOBEACHHEM HU3MEPEHUH, aHATU3UPYs OMH U3 rPajfly HPOBOYHBIX PaCTBODPOB.

13.2. ITnasoBbiii BHYTpRIaGOpaTOPHBIRX OMEpaTUBHbIX KOHTPOML NpPO-
LeAYpbl BBIIONHEHHS! aHaJK3a POBOJMTCS C TIpUMEHEHYEM MeToaa 106aBok.

Bennuuna no6asku Cp NOKHA YAOBNETBOPATh YCAOBUIO:

C,=4,,+A roe
£A,, (F4,, ) — XapakTepucTUKa NOrpemrHocTd (abcomoTHas mo-
rpemHocrb) pe3ynbTaToB aHajiM3a, COOTBETCTBYIOLIAA COJACPXKAHUIO KOMIIO-
HEHTa B MCNbITyeMOM 06pasie (pacyeTHOMY 3HAYEHWIO CONEPKAHHMA KOMIIO-

HeHTa B 00pasue ¢ 106aBKoii COOTBETCTBEHHO), MI/KT;
MPY 3TOM:

'
X2

A,=10,84 A, rne
A — rpaHuua abconoTHO! NOrpeuIHOCTH, MI/KT:

A=5'X
100

, TIe

J — rpaHHIIa OTHOCHTEJIbHO#M MOrpelIHOCTH METOAMKH (TOKa3aTeNnb TOY-
HOCTH B COOTBETCTBHMH C JHaNa3oOHOM KOHUEHTpawuuit), %.
Pe3ynbTaT KOHTpOAsA Npoleaypbt K, pacCYMTHIBAIOT N0 opMyne:
Ki=X-X-Cs rane
X', X, Cz — cpeaxee apuMETHYECKOE Pe3yJIbTATOB NapalIeNbHbIX OM-
peneneHuit (MPU3HAHHBIX NpHEMJIEMBIMHU 10 1. 11) copepkaHiHA KOMIOHEHTA

8 oOpasue ¢ 106aBKkO#, HCNbITYEMOM 00pa3sile, KOHUEHTpaLKsd No6aBKH COOT-
BETCTBEHHO, MIV/KT.
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Hopmarus koHTpons K paccuuThiBaloT 1o hopmyrie:

K= VA;.X' + Azzn.x

TpoBonar conocTapieHHe pe3yabTara KOHTpons mnpouemypsl (K,) ¢
HOpMaTuBOM KoHTpois (K).

Ecnu pe3ynbTat KOHTPOJIA NPOLEAYPH YAOBIETBOPAET YCIOBHIO

IKd < K, 2

OpoLEAypy aHau3a NPU3HAIOT YIOBICTBOPUTENILHOM!.

Ilpy HeBLINONHEHWH yCNOBHA (2) NMPOUENYPY KOHTPOJIA MOBTOPSIOT.
[Ipy MOBTOPHOM HEBBIIONHEHUN YCJIOBHA (2) BHIACHSAIOT MPUYUHBI, NPUBO-
OAIHE K HEYyNOBJETBOPUTENbHBIM pe3yibTaTaM, U MPUHHMAIOT MEpH! 10 HX
yCTpPaHEHHIO.

13.3. TlpoBepka NPUEMAEMOCTH PE3YALTATOB W3MEPEHUH, MOMYYEHHBIX
B YC/IOBHSX BOCIPOH3BOJHMOCTH.

Pacxoxaenne Mexay pe3yabTaTaMu U3MEPEHHMIA, BBIIIONHEHHbIX B ABYX
pasHBIX J1aGopaTopuAX, He NOJDKHO MPEBbIlATh NpefeNna BOCIPOM3BOAUMO-
ctu (R):

2:|X, - X,[ 100 _
X +Xx)
X, X, — pe3ynsTaThl H3MEPEHUIt B ABYX pasHblx Jabopatopusx, MI/kr;

R - npenen BOCHPOU3IBOAHUMOCTH (B COOTBETCTBHM C OUANa30HOM KOH-
ueHTpauuif), %.

R, rne 3)

PaspaboraHbl coTpyaHHkamu «Bcepoccuiickoro HUH samursl pacte-
duity, C.-[TetepOypr (Jomxenko B. W., Lubynsckan Y. A., Kapnosa J1. M.}.
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