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VTBEPXJAIO

Pyxosonurens @enepanbHoi ciry 651
II0 HaJi30py B chepe 3alMThHl Ipas
noTpebuTeneii U Gnarononydus 4eNoBeKa,
I'nmaBHBINA rocynapCTBeHHbIH CAHUTAPHEIN
Bpay Poccuiickoii Oexepannu

A. 0. Ilonosa
29 nexabps 2016 .

4.1. METObI KOHTPOJLA. XUMHUYECKUE ©®AKTOPHI

Onpeaenenye 0CTATOYHBIX KOJHYECTB KIOTHAHNIAHA
B si0/10KaX, BUHOrpae, 16,JJOYHOM M BUHOTPATHOM COKAX
METO0M BLICOK0I ek THBHOM sxuIKOCTHOM XpomMaTorpaduu

MeTtonugeckne yKasaHHs
MYK 4.1.3407—16

CBuzerenscTBO 0 MeTponormdeckoii arrectamuu  Ne 01.5.04.230/
01.00043/2016.

Hacrosmue MeTonmdeckue ykasapHs yCTaHABIHBAIOT NOPSANOK IpUMe-
HEHHUA MeToJa BHICOKO3(¢EKTUBHOM XKUAKOCTHOH XpoMarorpaduu mia on-
pelleNieHHs MaccoBOH KOHUEHTpAIUH KIOTHABMAMHA B 10/10Kax, BUHOTpaze,
A0709HOM ¥ BHHOTPaJHOM COKaxX B AHanasoHe KoHUeHTpauuit 0,01—
0,1 Mr/kr.

MeTomeckue yka3aHusa HOCAT PeKOMEHJAaTEIbHbL XapaKTep.

Knoruanumun

(E)-1-(2-xnop-1,3-THa3on-5-swmeTwt)-3-MeTiI-2-autporyanumH (ITUPAC).

OQN\

=z

S\n/
ch-—? N""CHz—&/N

MonekynspHas Macca: 249,7.

Bpytro dopmyna: CsHgCIN5O,S.

KroTnanuavH npepctapiser co6oii mopoiok Ges IpeTa u 3amaxa. TeM-
neparypa miaBjgeHus 176,8 °C. Jlasnesue mapa - 1,3 x 107 mlIa (25 °C).
Kos¢dunuent pacmpeneneHus B cucreme H-okraHoid—Bona K. 1gP =0,7
(25 °C), pKa = 11,09 (20 °C).

O
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PactroprmMocts B Boze (20 °C) — 0,304 (pH 4), 0,34 (pH 10) r/mm°. Pac-
TBOPUMOCTH (r/11M3, 25 °C) B rentare < 0,00104, B kcrione — 0,028, mxiop-
metane — 1,32, MmeTa"one — 6,26, okradone — 0,938, anerone — 15,2, sTunale-
Tare — 2,03.

Kpamrxas moxcuxonozuueckas xapaxmepucmuka. Octpas opanbHag
TOKCHYHOCTS A Kpbic LDso> 5 000 Mr/xr, MHraqiOyoOHHAs TOKCHIHOCTh
i xpeic LCsy (4 1) > 6,1 mr/n. He MyTareH, He OHKOIeH I KPHIC ¥ MBI-
niefi, He TEpaTOred JJIA KphiC ¥ KpONMUKOB. IIpH mpsAMOM KOHTaKTe ONAceH
JUIA IT9eT1, He OTaceH NPH HCIONb30BAaHWH B KaUECTBE MPOTPABUTEIA B B CILy-
4yae 06paGoTox He HEITOCPEACTBEHHO HA LBETYIIHE KYJIBTYPHL.

Ob6nacmb npumenenus. MHCEKTHLAL, I3 IPYINb! HCOHUKOTHHOUIOB VIS
60pb0bI ¢ COCYINIMM M IPHI3YIMMM HaCEKOMBIME Ha pHce, KYKypy3e, parice,
OBOUIHEIX ¥ (PYKTOBHIX KyJbTypax. Mcronp3yercs Wi MpOTPaBIHBaHMAA
ceMsIH, 00pabOTKH OYBHI ¥ BET€THPYIONIEH KyIbTyphI.

1. HorpeuwrsocTs U3MepeHmii

Tlpu coOFOACHHUN BCEX PErilaMEHTHPOBAHHBIX YCHOBHH IPOBEHECHUS
aHaN{3a B TOYHOM COOTBETCTBHHM C JaHHOM METOAHKOH NMOrpenIHoCTs (U ee
COCTABJIIOIIHE) Pe3YNIFTATOR M3MEpPEHUM IPH JOBEPUTENHLHON BEpOATHOCTH
P =10,95 e npeprINIaeT 3HaYCHUH, NpuBeIeHHHIX B TabJ. 1, i coorBeTcT-
BYIOIMX IHala30HOB KOHIEGHTpaLWIL.

Tabnuua 1
MeTponoruyeckie napamMmeTpbi

IToxasa- | TToxasa- Ipenen | Ilpenex Boc-
okasg- | TS 0- fxem soc-| TEC RRlE™) L0 e
et Toy- | BTOPAC |IPOMIBO- oy pre | uerme nomye-
Jlnanason | wocru* | MOCTH |MAMOCTH) %\ hvery | tumoro pac-
(cpenne-| (cpenue- 4 p
onpene- |(rpaHuus! MOro pac- | XOXICHUA

| xpagpa- | ksanpa-
Anuzupye MAEMBIX | OTHOCH- | oo i | o e | XOKICHHS | MEXY ABYMS

MBI 0OBEKT | KOHLEH- | TeNbHOH MeX]y JBY-| pe3ynbTaTaMu
KO€ OT- |OTKNOHe-

Tpauuit, | morpeur- K(J)IOI({)C- ?{ e go o | M pesyitb-| usmepeHui,

MI/KT HOCTH TATAMH [1a-| TIOJYIEHHBIX

(P= 0 95) HHE 10~ |IPOU3BO-~

alienb- | B pasHbIX
e- c- | P
5,% | BTopde- | auMo

HBIX onipe- | naboparopu-

MOCTH), | TH), L d
ein | onke | "R
S6noxu 0,01—0,1 23 7 11 20 31
Bunorpax 0,01—0,1 23 7 11 20 31
SA6nounsiit cox} 0,01—0,1 23 7 11 20 31
Bunorpandiit) o 01 _g,1| 23 7 1 20 31

* CooTBETCTBYET pacmupeHHol HeompeaeneHHOCTH Uy, (B OTHOCHMTENLHBIX €HU-
Huax) npu koddunmente oxpara k= 2

4
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Tabnuua 2

TlonHOTa H3BJEYEHHSA KJOTHAHUMAMHA, CTAHAAPTHOE OTKJIOHEHHE,
JOBePUTENBHBIN HHTEPBAA CpeaHeroe pe3yanTara aaa n =20, P=0,95

IIpenen Juanazox . | Hosepures-
AHaNTM3MpYeMbIit| 06Hapy- | onpenenseMbIx Eg;g?{?_‘ ngﬁiﬁz_ HBIH MHTEpBAT
o6bexT MEHUS, |KOHLEHTpANuH, aus, % | menue, % | CPERHETO pe-
MI/Kr MI/KT 4 ’ 3yJbTara, + %
S1610Ku 0,01 0,01—0,1 89,8 5,59 2,45
Bunorpan 0,01 0,01—0,1 89,3 6,05 2,65
SI6n0ovHELE coX 0,01 0,01—90,1 91,5 5,83 2,56
Bukorpamikiit | 001 | 0,01—0,1 84,4 2,49 1,09

2. Meron n3MepeHuii

MeTouka OCHOBaHa Ha ONpPEAEICHUM KIOTHAHHIMHA METOJOM BEICO-
ko3 dexTHBHOM xuaKocTHOU Xpomarorpaduu (BOXX) ¢ mcnons3oBaHHEM
yaerpaduoneroBoro (Y®) nerexropa nocre HW3BICIeHHS M3 00pasmoB BOJ-
HBIM ALIETOHOM, IOCJeIyIomell OYUCTKH B CHCTEME HECMEINBAFOIIUXCS pac-
TBOpHTeNeH U Ha NaTpOHe WA TBepAO(a3HOM FKCTPAKLMIH.

Hnenrnduxanus KIOTAaHHIMHA NPOBOAUTCS IO BPEMEHH YACpXKHBa-
HHMS, KOJIMYECTBEHHOE OIIpeNie/IeHHe — MeTOJOM abCOOTHOM KATHOPOBKH.

H36upatensHOCTs MeTOAA 06eCTIeYHBaeTCs COYSTAHUEM YCIIOBHH IOX-
TOTOBKHM NIPOO ¥ XpomaTorpapMpoBaHH.

3. CpencrBa M3Mepennii, peakTHBLY, BCIOMOraTebHbIe
yCTpoiicTBA H MATEPHAJIDI

3.1. Cpeocmea usmepenui

Beck! mtaboparopHsie, HanGoIbMIMit npexen
B3BemmuBanus 150 r, mpemelt JomyCTUMOM
TIOTPEIIHOCTH 5 MT'

Becbl 1abopaTopHbIe aHATUTHIECKHE, HAaNOOIIb-
i npenen B3pemmBanug 81/210 r, mpexen xo-
nyctumoii norpemsocry 0,1/0,3 Mr
XXunxocTHsiit xpomarorpad ¢ VP-neTekTopom,
CHabXXeHHOM JIera3aTopoM M TEPMOCTAaTOM
KOJIOHKH

Kon6s1 MepHsle Ha 10, 100 o’ I'OCT 23932—90
MHuKpOA03aTOpEI OHOKAHANBHBIC IIEPEMEHHOTO
o6sema ot 100 710 1 000 MM® i o1 1 110 5 em®
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Hunuuaps: meprsie Ha 10, 50 u 100 oM’ T'OCT 23932—90

IIpumeuanue. Jlonyckaercss HCHONB30BaHUE CPEACTB H3MEPCHHUA C aHANOTH4-
HBEIMH MM JIYSIIAMH XapaKTepHCTHKAMH.

3.2. Peaxmugol

AueroH, ocq TV 2633-048-7811997
Aneromrpun as BOXX TV 2634-002-04715285—12
Bona mna naboparopHoro ananu3sa (GMAUCTIIIIHN-

poBaHHas, JeHOHU30BaHHAT) T'OCT P 52501—05

Iekcan, yna TV 2631-001-54260861—13
Kucnota oprodoctopras 98 %, x4 I'OCT 6552—80

KnoTtuaHuauH ¢ conepxaHiueM 0CHOBHOIO

BemecTsa 99,9 %

Harpuii cepHOKHCITEIH 6e3BOHBIH, X4 I'OCT 4166—76

Hatpuit xnopucTeiif, una I'OCT 4233—77

ITatponst 1y TBepRodasHOH FKCTpaKIIH,

3aII0JIHGHHbIE FHAPOGIILHBIM CTabOKHCIOTHBIM

copOeHTOM Ha OCHOBE CHIIMKAreii, ¢ TOCTOAHHOMN

aKTUBHOCTEIO, 0,6 T TV 4215-002-0545-931—94

Cwmecs Ne 1: rekcas—3TUIaeTaT B COOTHOIIEHIH

1:1 no o6premMy

Cwmech Ne 2: anieToH—BOJA B COOTHOIIEHHH 3 : 1

o o6seMy

Cmech Ne 3: anerorurpm—0,005M oprodocdop-

Has KucyoTa B cooTHomeHunu 20 : 80 mo o6pemMy

XOpUCTHIH METHIICH, X4 TV 2631-019-4449317

OTUIIALETAT, X4 I'OCT 22300—76
Ipumeyanne. JJonyckaercs UCHOIB30BAHUE PEAKTUBOB ¢ GoJiee BBICOKOH KBa-

nudukanpedi, He TpeOYIONMX OMONHUTENEHON OYUCTKY PACTBOPHTCIICH.

3.3. BcnomozamenvHboie yCmpoiicmea u Mamepuanst

Amnanurryeckas KOJOHKA, 3all0NHEHHas COpOeHTOM

€ NIPUBHATHIMA MOHO(YHKITHOHANILHBIMH NOJIApP-

pgeME rpynmamu C18, (100 x 2,1) mu, 1,7 Mxm

Bans ynbTpassykoBas ¢ paboyeit yactoroi 37 kI’

BOpOHKY IeUTeI B HEIE BMECTHMOCTEIO 250 cM®  TOCT 25336—82

BOpOHKH XMMHMYECKUE AUAMETPOM 56 MM I'OCT 25336—382
Konbp! KOHMUECKUE IIOCKONOHHBIE BMECTUMO~
creio 100 em® T'OCT 23932—90
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Kos651 KpYTJIOAOHHEIE Ha IUTH(E BMECTUMOCTRIO
25 u 100 cm’ I'OCT 9737—93
PoTaupoHHbIH BaKyyMHEI HeapuTelh ¢ MeMOpaH-
HBIM HacocoM, 00eciedHBaronmmM BaKyyM Jio 10 MGap

IIpumeyanne. Jfoiryckaercs NpuMeHeHUEe 060pyI0BaHHUA C aHANIOTHYHBIMHE HIIH
JYYIIUMYA TCXHUYECCKMMU XapaKTCPUCTHKaMH,

4. Tpeboanus 6e30NaCHOCTH

4.1. ITpy BHINONHEHUH M3MEpeHUit He0OX0aUMO COBONATE TpeGOoBaHMA
TeXHHMKH 0€3011acHOCTH IpH paboTe ¢ XEMMHUeCKMMH peaxTuBamu no 'OCT
12.1.007—76, TpeGoBaHms 10 NMEKTPOOE30HaCHOCTH NMpH paboTe ¢ NEKTPo-
yeragoBkamy o 'OCT 12.1.019—09, a taxxe TpeGOBaHKA, H3IOKEHHBIE B
TEXHUYECKOH NOKYMEHTALH Ha )XUIKOCTHBIH XxpoMaTorpad.

4.2, ITomemeHue JabopaTopuy JOILKHO OHITE 060PYNOBaHO NPHUTOTHO-
BBHITSDKHON BEHTWIALMEH, COOTBETCTBOBaTh TPEOOBAHMAM IOXapHOH Oe3o-
nacHoct no 'OCT 12.1.004—91 u mMeTs CpejcTBA MOXApOTYMIEHHs IO
T'OCT 12.4.009—383. ConeprkaHue BpeIHBIX BEIIECTB B BO3JyXe HE HOJDKHO
npeemmath IIJK (OBVYB), ycranoenemmmix I'H 2.2.5.1313—03 u TH
2.2.5.2308—07.

Opranmsanus o0y4yeHns paboTHHKOB Ge3omacHoctTd TpyAa — no F'OCT
12.0.004—15.

5. TpeGoBanusa x KBAMM(HKAMK ONEPATOPOB

H3MepeHna B COOTBETCTBUM C HACTOMINEH METONUKOH MOMET BBIIOJ-
HATH CHELHAINCT, BIAJCIOIMI METOJOM BBICOKO3()(hEKTHBHOM KMIKOCTHOM
xpomartorpaduu, HMEOmMi ONEIT paboTsl, 03HAKOMIICHHBIH C PYKOBOACTBOM
IO JKCIUTyaTaildd Xpomartorpada, OCBOMBIIMI NaHHYIO METOIMKY M HOM-
TBEPAMBIIMI SKCIEPUMEHTAJIbLHO COOTBETCTBHE IOJNYYaeMBIX pE3YJLTaTOB
HOpMaTHBaM KOHTPOJIA NOrPEeHOCTH w3Meperuii no 1. 13.

6. Yciiopus m3mMepenmii

IIpy BEINONHEHUH M3MEPEHUIA BEIIOIHMOT CISAYIOYE YCIOBHA:

— MPOLIECCHI IPHUIOTOBJICHHS PACTBOPOB M MOJATOTOBKM NMPO0 K aHAIu3y
NPOBOAAT IIpH Temreparype Bo3ayxa (20 + 5) °C u OTHOCUTENHHOH BJIaXHO-
¢t He Gonee 80 %;

~ BBILIOJIHEHHE M3MEPEHHUI Ha XKUIKOCTHOM XpoMarorpade IpOBOAAT B
YCIOBHAX, PEKOMEHIOBAHHBIX TEXHMYECKOH ToKyMeHTauuel Kk npubopy.
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7. IloAroroBKa K ONpene;JeHHI0
7.1. KonouuuoHnuposanue Kon10HKU

ITepen Ha9aiOM aHak3a aHATATHIECKYIO KOJIOHKY KOHALHOHHUPYIOT B
TOTOKE TOXBIKIOM dazsr (cMech Ne 3) (0,1—0,2 cM*/MHH) 10 CTaGUTH3IMM
HyJeBOM JIMHAH.

7.2. Konouyuonuposarnue nampona onn meepoodasHoii Ixcmpaxyuu
TIaTpoH NPOMEIBAIOT 2 CM’ 3THJIALIETAT, 3aTeM 3 cM cmeck Ne 1

7.3. IIpuzomosnenue pacmeopos

7.3.1. 0,005 M pacmsop opmoghocgopnoii kucnomer: (0,5 0,01)r
98%-#t oprodochOpHOM KHCIOTHI IIOMEIAIOT B MEPHYIO KOJIOYy 00BEMOM
1 IM®, pacTBOPSIOT B IEMOHM3HPOBAHHOM BOJIE M IOBOJAT OGHEM JI0 METKH.

7.3.2. Hacvuyennetil pacmeop Xnopucmozo Hampus: B TWIOCKOJOHHYIO
xonby BMECTHMOCTEIO 2 v momernaoT 400 T XIOPHCTOrO HATPHA, 106aB-
JAOT 1 IM® TeruTol JMCTIUTMPOBAHHOM BOJBI M NEPEMEIINBAIOT O OKOHYA-
HHA PacTBOPeHHsA coiH. IToyyesHsIi pacTROp CIMBAIOT JeKaHTanued B duc-
TY10 KoNGY, HEe PaCTBOPUBIUUIACA OCTATOK COJNH OTOPACHIBAIOT.

7.4. ITpuzomosnenue 0CHOBHO20 U 2paAOYUPOCOUHBIX PACHIEOPOB

7.4.1. OcHognoii pacmeop knomuanuduna c kouyenmpayueii 0,5 mz/cm’:
TOYHYIO HABECKY KNOTHAHMAMHA (50 £ 0,5 Mr) nomemaoT B MEPHYIO KOJOY
BMECTHMOCTHI0 100 CM, pacTBOPSIOT B ALETOHMTPHIE M JOBONAT 0GBeM IO
MCTKH alleTOHATPHIIOM.

7.4.2. Ilpuzomoenenue 2padyupo8o4HuiX pacmeopos. Fpanyuposoqnme
pacTBOpbl C KOHUEHTpauaAMy KiotdanuauHa 0,1, 0,2, 0,5 u 1,0 MKT/cM® To-
TOBAT METOAOM IIOCICJOBATENHHOTO pa3baBneHus Mo 00BEMY, HCIONB3YA
HCXOIHBIH pacTBOp U cMech Ne 3, a Taioke aueTomrrpxm)

Hcxoouwidi pacmeop ¢ konyenmpayuedi 2,0 Mk2/cM>: B MEPHYIO KONGY
BMecTEMOCTEIO 100 cM® BHOCAT 0,4 cM® OCHOBHOTO pacTBopa M HOBOHAT JO
METKH CMeChio Ne 3.

7.4.2.1. Pacmeop Me 1 ¢ konyenmpayueii 1,0 mxe/cm’: B MepHyio o6y
BMECTHMOCTHIO 10 cM® moMemaioT 5,0 cM® HCXOTHOTO pacTBopa U JOBOJAAT
o6peM 0 MeTku cMechio Ne 3.

7.4.2.2. Pacmeop M 2 ¢ konyenmpayueii 0,5 mxz/cr’: B MEpHYI0 KonGy
BMECTHMOCTHIO 10 M’ mOMemaloT 2,5 cM® MCXOHOr0 PacTBopa M JOBOJAT
00BbeM 10 MeTKH cMechio Ne 3.

7.4.2.3. Pacmeop MNe 3 ¢ konyenmpayueit 0,2 MK2/eM’: B MEPHYIO KO0y
BMecTEMOCTEIO 10 cM® nomemaor 1 cM® ucxomHoro pacTBopa M HOBONAT
006beM 0 METKH cMechio Ne 3
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7.4.2.4. Pacmeop Ne 4 ¢ konyenmpayuei 0,1 miz/em’s B MEpHYIO KOJIOY
BMECTHMOCTEI0 10°cM® moMermaroT 0,5 cM® HCXOJHOrO PacTBOpa M NOBOIAT
obpeM 10 MeTkHu cMmechio Ne 3.

7.4.2.5. Pacmeop Ne 5 ¢ konyenmpayueii 1 mxz/cm® (1)1 NpoBEpKY Mo~
BEJCHUA xnomar-xmmﬂa Ha narpose mt TPI): B MepHYI0 KoIby BMeCTHMO-
CTBIO 100 eM® BHOcAT 0,2 cM® OCHOBHOTO pacTBOpa C KOHUEHTpauuei
0,5 Mr/cM’ ¥ IOBOJST A0 METKH alIeTOHUTPIIIOM.

OCHOBHO! M MCXOAHBIH PacTBOpP KIOTHAHIIMHA MOXHO XDaHWTh B XO-
JIOMATbHMKE TTpH TeMirepaType 0—4 °C B TedeHUe 6 MecALEB, IpafyHpoBOY-
HbIE paCTBOPHI — B T€USHHE HENCIH.

Ilpw M3y9eHUH HOJHOTHI OTIPEHENSHUA KIOTHAHMAMHA HCIIONIB3YIOT alle-
TOHMTPHJIbHBIE PACTBOPHI BEINECTB, MPHIOTOBJICHHBIE U3 OCHOBHOTO PacTBO-
Pa METORXOM HOCIENOBaTeIHLHOrO pa3taBieHus 0 00beMy alleTOHHTPUIIOM.

7.5. ITocmpoenue zpadyuposourozo zpaguxa

1 ycTaHOBNIEHHS rpa/lyHpOBOYHOI XapaKTEPUCTHKH (IUTOAb IIHUKa —
KOHUEHTPAIMs KIOTAHMIKHA B PacTBOpe) B XpoMaTorpad BBOXAT Mo 10 M’
TPamgyMpOBOYHBIX PacTBOpPOB (HE MeHee 3 NapaJUleNbHBIX H3MepeHmi LA
KaXXIO! KOHIEHTpauuy, He MeHee 4 TOYeK MO AMAIA30Hy H3MEPSeMbIX KOH-
UEHTpauui). 3aTeM U3MepsIOT IUIOINANM ITHKOB ¥ CTPOAT rpadyK 3aBHCHMO-
CTH CPEJIHEro 3HaYeHMs IUIOIIAJy IMKA OT KOHLEHTPALMy KIOTHAHHIMHA B
IPazlydpOBOYHOM PacTBOpE.

MerooM HaMMEHBIIMX KBaJpPaTOB PACCYHTHIBAIOT IPaJyHpOBOYHBIH
ko3¢ duuueHT (K) B ypaBHCHAN JIMHEHHON perpeccru:

C=KS, rne

S — IIoma s nMuKa rpaxyapoBOYHOro PacTBOpa.

I'panyMpOBKY NPH3HAIOT YIOBJICTBOPUTEIBHOM, €CiIM 3HAYEHHE KO3(-
bunpeHTa TMHEWHOM Koppeniuuy okaspIBaeTes He Hike 0,99,

I'pamynpoBoYHyo XapaKkTepUCTUKy HE0OX0IMMO IPOBEPATEL NPY 3aMEHe
PEaKTHBOB, XpoMaTorpaddeckoil KOJOHKH IIH 3JEMEHTOB XpoMartorpadu-
Yyeckoll CHCTeMBI, a TakKe IPU OTPUUATEIFHOM pe3ylbTaTe KOHTPOJA Ipa-
JYMpOBOYHOTO K03 dHuupeHTa.

I'paiyHpOBOYHYIO 3aBHCHMOCTb HPH3HAIOT CTAOWIBHON NPH BHINONHE-
HHH CJIELYIOIEro YCIOBHUA:

—-100< 4,

KOHMp. s I

C — aTTecTOBaHHOE 3HAYCHHE MacCOBOH KOHIICHTpALUU KJIOTHAHH AW~
Ha B rpagyHpoOBOYHOM pacTBOpE;
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'« — DPE3YNbTaT KOHTPOJBHOIO H3MEPEHHA MacCOBOM KOHIEHTPAIMH
KITOTHaHHUIMHA B IPayHpOBOYHOM PacTBOpE;
Aonmp. — HOPMAaTHB KOHTPONA TpPaJyHpOBOYHOrO Koddduimenta, %
(Axonmp. = 10 % mpu P = 0,95).

7.6. IIpogepka xpomamozpadhuueckozo nogedeHUA K1OMUARUOUHA
Ha nampone 018 meepooPasnoii IKcmpaKyuu

B KpYITIONOHHYIO KOXGYy eMKoOCThIO 25 cM® or6upatoT 1 oM’ CTaH,lIapT-
HOTO PacTBOpa KIOTHAHMIMHA B AUETOHMTPEIE ¢ KORIEHTpamuei 1 MKr/cM’,
OPHUIOTOBIICHHOrO 0 1. 7.4. 2 5. OTayBarOT pPacTBOpUTENs TOKOM BO3dyXa.
OcTtaTtok pacTBOPSIOT B 1 e’ emecr Ne 1 1 NIEPEHOCAT Ha IOATOTOBICHHBIA
niatpoH (1. 7.2). Kon6y obmpiBator 1 CM3 cMecu Ne 1 M CMBIB TOXKE IIEPEHOCAT
Ha narpoH. IlpomsisaroT marpon 10 cM® cmecu Ne 1, 3moaT 0T6pacHBAIOT.
3atem amoupyroT 10 cM’ 3TANANETAaTa CO CKOPOCTHIO 1—2 KaILTH B Cex YRILY.
Or6uparoT ¢pakumy mo 2 oM, YNapHuBaloT JOCyXa, pacTBOPAIOT B 1 cM™ IOA-
BIDKHOM (a3l M aHAM3HPYIOT 1o 1. 9.2.

Dpakimy, cofepxalye KIOTHAHNINH, O0beIUHAIOT H BHOBb aHAIIM3H~
PYIOT.

VCTaHaBIMBalOT YPOBCHb BEINECTBA B 3II0aTe, ONPEAEIIAIOT HOJHOTY
CMBIBaHMS C ITATPOHA U HEOOXOAMMBIH U1 OUCTKH 00heM 3IoaTa.

8. OT6op npob n xpanenne

OrGop Npo6 HpOM3BOAUTCS B COOTBETCTBUM ¢ «YHH(PUIUMPOBAHHBIMH
IpaBIiIaMH 0TO0pa mpo6 CeIBCKOXO3AHCTBEHHOH NpPOMYKIMH, NIPOAYKTOB
NUTaHHA M OOBEKTOB OKpYXKalomel cpembl s ONpeeNeHHA MHKPOKOJHM-
yecTB mectununosy (Ne 2051—79 ot 21.08.79), a Taxke B COOTBETCTBHHU C
I'OCT 32786—14 «Bunorpan croxoBsiii cexxuil. TeXHIGECKHE YCIOBH) U
¢ TOCT 27572—87 «51610kn cBexue s NPOMBIILICHHOH NIepepaboTKu».
ITpo6r1 srox BUHOTpaxa i AGTOK XpaHAT O aHANIH3a B FEpMETHIHO 3aKPHITOM
JBOHOM IIONH3TIIEHOBOM NaKeTe B MOPO3WIBHOM KaMepe NpH TeMIepaType
He Bbie —18 °C B TeueHue 6 Mecsues. IIpoGsl BHHOTPagHOrO U A6I0IHOTO
COKa XpaHAT B XOJIOMMIBHAKE NpU Temneparype 0—4 °C B CTEKISHHOH Tape
€ MIPUTEPTOH NPOOKOH B TEUCHHE HEHENH.

9. IIpoBenenne onpeneNeHust

9.1. ITodzomoeka npob

9.1.1. Oxempaxyus knomuanuduna u3 16nox u eurozpada. Hasecky 10 r
M3MENBYEHHON MaTPHLBI TOMENIAIOT B INIOCKOXOBHYIO KOJOY BMECTHMOCTBIO
100 eM® ¥ mBaXBI NOPIWAME 110 30 CM® SKCTPArHpyIOT cMeChio Ne 2 B YIIbT-
pasBykoBoif Oane mo 10 MyH. DKCTPakT HpPOIYCKAIOT YEPE3 XMMHUYECKYIO
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BOPOHKY, 3aIOJIHEHHYIO O0€3BOAHBIM CyiabdaroM HaTpuA (3 r), U yHApHBAIOT
JI0 BOJHOTO OCTaTKa Ha POTALMOHHOM HCIapUTelie IPH TeMIleparype BOMs-
Ho#t Ganu He Gonee 40 °C. Boamblit 0CTATOK XOBOAAT 10 50 CM® HACHINIEH-
HEIM PacTBOPOM XJIODHCTOIO HATPHS, NEPEHOCAT B JENMTENLHYIO BOPOHKY U
IBaXIBI TOPLHAME 1O 15 CM® SKCTParMpyIoT XJIOPHCTEIM MeTrieHoM. O6be-
JVMHEHHbBIE OpraHudeckre Gpakuyy NPOIyCKAIOT Yepe3 XUMHUIECKYI0 BOPOH-
Ky, 3aII0TIHEHHYI0 O€3BONHBIM CymbdaToM HaTpus (3 I) U ymapuBaioT Ha po-
TaUMOHHOM HMCIIapHTelie NPH TeMieparype BoxsHoW Oamm He Gomee 40 °C.
Cyxolf 0cTaTOK YHCTAT HA NIATPOHE A TREPAO(A3HON HKCTPAKLAH HA OCHO-
Be cwmkarens (1. 9.1.3).

9.1.2. Sxempakyus KNOMUAHUOUHA U3 A6NOYHO20 U 6UHOZPAOHO20 CO-
Ko6. HaBecky 10 r coka JOBOMAT 0 50 cM’ HACHIEHHSIM PACTBOPOM XJIOPH-
CTOrO HATpHUsA, NEPEHOCAT B ASIHTEILHYIO BOPOHKY M JBAXIB! IOPIMAMH II0
15 oM’ KCTPArmpyioT XIOPHCTHIM MeTwieHoM. OGheIHHEeHHEE OpraHpdc-
ckue (paKIMy NPOIYCKAIOT Yepe3 XMMUYECKYI0 BOPOHKY, 3allOHEHHY0 Ge3-
BOJIHBIM Cynb(aToM HaTpud (3 r), U yHapMBaOT Ha POTAMOHHOM HCIApHTe-
Jie IpH TeMIiepaTrype BoasHo# 6anu He Gonee 40 °C. Cyxoif ocTaTOK YUCTAT
Ha NaTpoHe i1 TBepAo(hasHOM SIKCTpaKIMH Ha OCHOBE cunmkarens (I. 9.1.3).

9.1.3. Ouucmxa Ha nampone Ons meepdogasnot sxcmparyuu. Cyxod
OCTATOK, NOJyYeH s 1o 1. 9.1.1 1 1. 9.1.2, pacTopsnoT B 1 cm” cmech Ne 1,
HaHOCAT HA npensapmenbﬂo KOHAMUMOHHMPOBAaHHBINA NaTpoH (11. 7.2), konby
ONIONACKHUBAIOT 1 oM’ cMec Ne 1 M Tak e HAHOCAT Ha NaTpoH. IlaTpow mpo-
memBaoT 10 cM® cMecu Ne 1, amoat ot6packiRaroT. KIOTHaHMIUH SIHOUPYIOT
8 cM’ THNANeTaTa, SM0AT coGuparoT YIIapHBAIOT JOCYXa Ha POTALMOHHOM
BaKyyMHOM HCHapHTele, 0CTaTOK PacTEOpSIOT B 1 e momBwkHON dassl U
10 Mm® BBOIAT B Xpomarorpad.

9.2. Ycnoeua xpomamozpaguposanusn

VistpashdekTHBHBIN KUAKOCTHBIN xpomarorpad ¢ VO-ZeTeKTopoM,
CHa0KeHHBIH JerasaTtopoM, aBTOMAaTHYECKUM NpOGOOTOOPHHKOM H TepMO-
CTaTOM KOJIOHKH. AHaIUTHYECKAs KOJIOHKA, 3aII0JHEHHas COPOSHTOM C IpH-
BUTBIMH  MOHOQYHKUMOHAJNBHBIMH  NOJIApHBIMM  rpymmamu  C18,
(100 x 2,1) MM, 1,7 Mxm. Temneparypa xomnorxm (30 * 1) °C. IToasmxzas
¢aza: cMech aneronuTpmwia (A) u 0,005 M oprodocdoproit kucnoTs! (B) B
rpajiueHTHOM pexuMe: 0—I1 muH — 5 % A, 1—8 MHH — yBenHueHue A oT 5
10 30 %, 8—10 muu — 30 % A, 10-—10, 1 MHH — ymem,memle A or 30 5o
5%, 10,1—13 MuH — 5 % A. CKOpOCTb IOTOKA MoenTa: 0,2 cM /MuH. Pabo-
vast mHa BOHE YO-getexTopa 270 HM. OGBeM BBOAMMOM IPoGH 10 MM’.
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10. OGpaGoTka pe3yNbTATOB AHATH3A

KomriecTBeHHOE oOnpefeieHHe NPOBOAAT METONOM alCcommoTHOHM Ka-
nubpopku. CozepkaHHe KIOTHAHHIMHA B NIpobe (X, MI/Kr) BHMHCILIOT HO

q)opmyne:
X‘— S - K T — I‘lIe
g P ’

S, — IUIOmAJp IHUKA KIOTHAHWIMHA Ha XPOMATOrpaMMe HCILITYEMOIO
o6pasiia, MM* (AU);

K — rpagynpoBounslii ko3h¢uiMeHT, HalileHHbIH Ha CTaIuH IOCTpOe-
HUS COOTBETCTBYIOLIEH rpafyMpOBOTHON 3aBHCUMOCTH;

V ~ 06beM npo6kl, DOOrOTOBICHHOMN s XpoMaTorpapudecKoro aHaId-
3a, cM;

P — HaBecka aHATH3HPYEMOro obpasia, I.

CozepxaHue OCTATOYHBIX KONMAYECTB KIOTHAaHUINHA B 00pa3slie BEITHC-
JSTOT KaK CpegHee U3 ABYX NapajllebHbIX ONPeNeeHHiA.

O6pasupl, qaromue MUK 60NbIINe, Y4eM CTaHAapTHbIN pacTBOp KIOTHA-
HUJIWHA ¢ KOoHIeHTpauueit 1,0 MKI/cM, pa36aBigroT cMechio Ne 3.

11. XIpoBepka NpHeMIEMOCTH Pe3yJAbTATOB
napaJjuie/i-HbIX ONpeaeeHni
3a pe3ynpTaT aHaNM3a MPUHUAMAIOT CpelHee apudMeTHIECKOe Pe3yIibTa-

TOB ABYX TapaJUICJIbHLIX OHpeﬂCHCHHﬁ, PacXxOXICHUE MEXOY KOTOpBIMA HE
IIPEBBIIIACT Npeaeiia MOBTOPACMOCTH:

2:|X, — X,|-100
X, +X,)
X}, X; — pe3yabTatTsl TapaineIbHbIX ONpeeNICHu, MI/KT;
7 — 3HaYeHUe Ipexelia noBTopaeMoctH (r = 2,80,).

l-.[pI/I HEBBINOJIHCHUM YCNOBHS BBIACHAT NPUYUHBI IPEBBHIICHAA Npe-
AeJa MOBTOPACMOCTH, YCTPAHAIOT HX U BHOBH BHIIOJHAIOT aHAJIMN3.

<r,rne

12. Odopmnenne pe3y1bTaToB
PesynbTar aHanusa OpeCTaBisioT B BULE:
(X £ A), mr/kr nipu BepostocTH P = 0,95, rie

X — cpepHee apudMeTHUECKOE PE3YJIBTATOB ONpeNeNieHu, MpU3HaH-
HBIX IPUEMIIEMBIMH, MI/KT;
A - rpauna abCOMOTHOM OrPeIHOCTH, MI/KT:

12
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A=Too >

J — IpaHuIa OTHOCUTENIFHOM IOTPEIMHOCTH METOLMKH (TIOKa3aTeNlh TOY-
HOCTH B COOTBETCTBHH C AUANa30HOM KOHIICHTpanuii, Ta6m. 1), %.

B ciydae ecid comepkaHHE KOMIOHEHTa MEHBINE HIDKHEH IpaHMLB
[Malia30Ha ONpeNeNIIeMBIX KOHICHTpalui, pe3ysibTaT aHalnm3a MpencTaBlii-
0T B BHJE:

«coleparcanue eeujecmea 8 npobe MeHee HUXCHel zpanuysl onpedene-
Hua» (Hanpumep: MeHee 0,01 mr/kr, rae 0,01 Mr/kr — npenen o6HapyXeHuUA
KIOTHaHHIHWHA B A610XaX).

13. KonTpoa» KayecTBa pe3yIbTaTOB H3IMepeHHii

OnepaTHBHBIN KOHTPOJIB IIOrPEIIHOCTH ¥ BOCTIPOMZBOAMMOCTH M3MEPCHUH
ocymectBisgerca B coorerctBun ¢ 'OCT P UCO 5725-1-6—02 «To4HOCTH
(IIpaBHIBHOCTD M MPEIM3NOHHOCTh) METOJOB H PE3YIHTATOB H3MEPCHHI».

13.1. CTabWIbHOCTh PE3YNHTATOB HM3MEPEHMI KOHTPOJMpPYIOT Mepen
TPOBENCHUEM H3MEPEHMI, aHTN3HpPYs OMHE H3 IPalyUpOBOYHBIX PACTBOPOB.

13.2. [InaHOBEIH BHYTpWIabOpaTOpHBI ONEpaTHUBHEIM KOHTPONE IpO-
HeAypPH! BHITIOJHEHHUSA aHAINA3a HPOBOIHUTCS C IPUMEHEHHAEM METOa I06aBOoK.

Benmauna no6asxu Cy NOIDKHA YIOBIETBOPATH YCIOBHIO:

Co=A4,y+A, ., 108
+ A, x (£ Apx) — XapaKTEpUCTHKa NOTPEIIHOCTH (abCONMOTHAsA MOTpel-
HOCTB) PE3yJIbTATOB aHAN3a, COOTBETCTBYIOINAs CONEPKAHUIO KOMIIOHEHTA B

HCIEITYeMOM 00pasiie (Pac4eTHOMY 3HAYECHWIO COIEDPXaHMsI KOMIIOHEHTA B
o6pasiie ¢ 106aBKOM, COOTBETCTBEHHO), MI/KT, IIPU 3TOM:

A,=10,84 A, roe
A — rpaHnIa a6COMOTHOM TOrPEIUHOCTH, MIY/KT:

J — rpaHMIa OTHOCUTENHHON ITOTPEIHOCTH METONHUKH (IHOKa3aTeNb TOY-
HOCTH B COOTBETCTBHH C AHaa30HOM KOHUEHTpauuid, Tadmn. 1), %.
PesyasTaT KOHTPONA DPOUERypsI K, pacCYMTEIBAIOT IO hopMyrte:

K.= X'-X-C; rae

X', X, Cy — cpemnee apHdMETHIECKOE PE3YIBTATOR MApALIELHBIX
onpeeneHIH (NPH3HARKBIX NPHEMIEMBIMH 1O T1. 11) ComepKanmsa KOMIOHEH-
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Ta B obpasne ¢ 100aBKOM, MCIBITYeMOM OOpa3ne, KOHLEeHTpauus XOOaBKH
COOTBETCTBEHHO, MIV/KT.
Hopwmatus xoaTpons K paccauTsiBaloT 0o dopMyne:

K=A,, + A2, o)

IIpoBopAT comocTaBleHHe pe3yapTata KOHTpona mpouexypsl (Ki) c
HOpMaTHBOM KoHTpous (K).
Ecnu pe3ynpTaT KOHTPOJI IPOLEAYPHE YIOBIICTBOPAET YCIOBHIO

IKd< K, @

TIPOLIEAYPY aHAIN3a NPU3HAIOT YIOBIETBOPHUTEIHHOM.

Ilpn HeBHIMONHEHMH YCioBUA (2) NPOUEAYPY KOHTPOIA NOBTOPSIOT.
Tlpy MOBTOPHOM HEBBINOJHEHMH YCJIOBUA (2) BBLACHAIOT IPHYMHBI, IPHBO-
JSIpe K HeyIOBIETBOPUTEIHHBIM pe3yibTartaM, M OpHHUMAIOT MEpHl K HX
yCTpaHEeHHIO.

13.3. TIpoBepKa DpHEMIEMOCTH PE3yJIbTATOB M3MEPEHHMIi, NOMyIeHHBIX
B YCJIOBHAX BOCHPOHM3BOIUMOCTH.

Pacxoxnenue Mexay pe3yiabTaTaMy U3MEPEHMM, BEIIOJIHEHHRIX B JBYX
pasHBIX JIabOpaToOpuiX, HE MOJDKHO IpERBImATh Ipelena BOCIPOM3BOMIH-
MoctH (R):

2-|X, — X,|-100
(X +X3)

X, X; — pe3ynbTaThl H3MEPEHHUIA B ABYX PasHbIX JIa00paTopHuaX, MI/KT;
R - npenen BOCHPOHU3BONMMOCTH (B COOTBETCTBHH C JUANA30HOM KOH-
nuenTpamuii, Tabn. 1), %.

<R,rne A3)



OnpeaeneHue 0CTATOYHBIX KOJINYECTB KIOTHAHHHHA B AGI0KAX,
BHHOIpaje, A0.J09H0M H BUHOIPAJHOM COKaX METOAOM
BBICOKO03(p(PeKTHBHOM SKUAKOCTHOH XpomaTorpaduu
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