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VTBEPXJIAIO

Pykosoaurens PenepanbHoit cyx6u1
HO Han3opy B cepe 3amuTh NPas
notpebureneii ¥ 6aarononyyus yenonexa,
I'naBHbIM rocyrapcTBeHHELH CaHUTAPHBIH
Bpau Poccuickoii Penepatmu

A. 10. ITonosa
3 mapta 2016 1.

4.1. METO/IbI KOHTPOJLA. XUMHWYECKHE ®AKTOPBI

OnpeneieHne 0CTATOYHBIX KOJIHYECTB NPONMKOHA30.1a
B IUI0JAX H COKe MUTPYCOBLIX METOXOM KaNMLISPHOH
ra3’oKHIKOCTHOI XpomaTorpadmu

MeroxuuecKue yKasanus
MYK 4.1.3346—16

Cauzerensctso 06 atrecrauuy Ne POCC RU.0001.310430/0228.06.04.15.

Hacrosmue MeTonMuecKue yKasaHus YCTAHABJIHBAIOT NOPSIOK IpUMe-
HEHUs METOJA KaMWULAPHONW ra3s0xMIKOCTHON XpoMaTorpaduu misa usMepe-
HMA KOHUCHTpalMK MPONMKOHA30MA B IUTPYCOBBIX (TLIOABI, COK) B AMama3o-
He 0,02-—0,2 mr/kr.

MeTtomuueckue yka3aHusa HOCAT peKOMEHIATeNbHbIH XapaKrep.

INMponuxonazon (£)-1-[2~(2,4-muxnopdenmn)-4-nmponmi-1,3-aHoKconan-
2-unmermn]-1H-1,2 4-rpuason (MIOITAK).

Cl cl

(0]

CHSCHchz): O CH,
N ~
W
N

CisH7CLN;0,

M.. 342,2.

Bs3Kas KUAKOCTh C YMEPEHHLIM MACIsIHO-CIIaKMM apoMaToM. Temie-
patypa Bocinamerenus > 250 °C. Ilnorsocts 1,279 r/em’® npu 20 °C. [Jasne-
uue napoB 5,6 x 107 mIda (npu 25 °C). PactBOpuMOCTS B Boje 176,5 Mr/in
(25 °C, pH 7). Xopomo pacTBopMM B GONBIUMHCTBE OPTAHMYECKUX pacTBO-
puTenax. Yeroidus k ruaponusy, npu 150 °C He naGmopaercs pa3noxeHus.
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Kpamxas moxcuxonrozuueckan xapakmepucmurxa. Ocrpas nepopaibHasi
TokcHaHOCTE (LDso) zna xpeic — 1411 mr/kr; ocrpas JepMaibHas TOKCHY-
HocTb (LDsg) ans kpsic > 24 471,2 Mr/xr.

Obaacmy npumenenus. T1ponuKOHa30N — CUCTEMHbII (PYHIHLII DIMPO-
KOro CHeKTpa 3allUTHOro fefcTus.

1. HorpemuocTh H3Mepenni

INpu cobmoneHun BeeX periaMeHTHUPYEMBIX YCIOBHMiA poBeJeHU aHa-
Jiu3a B TOYHOM COOTBETCTBHH C JaHHOH METORMKOH norpeluHocTs (U ee co-
CTaBNSAIOIINE) PE3YNLTATOR M3MEPEHMA NPH NOBSPUTSALHON BEPOATHOCTH
P=0,95 ne npesrIMIacT 3HaYeHU, NMPUBEACHHbIX B Tabn. 1 ansg COOTBETCT-
BYIOIIUX JHAIIa30HOB KOHLICHTPaLuit,

Tabnuua 1
MeTpoaoruiecKue napamMmeTpol

Tlokasa- | Tlokasa- | [Tokasa- | Tlpenen Boc-
[oxasa- |Tens NOB-| Tk BOC- | TEIb BOC- | IPOU3BOAMMO-
Teb TOY- | TOp#EMO- | IIPOK3BO~ | IPOU3BO- | CTH (3HAUEHHE
Huanazon | HocTH crH IMMOCTH | ZUMOCTH | AOMYCTHMOTO
Anamap- | OnPeAe- (rpanuua | (cpense- | (cpenHe- | (cpenme- | pacxoxAcHUS
pyempipi | JSEMBIX | OTHOCH- | Kbaapa- | KBajpa- | KBapa- | MLy ABYMs
OBBLEKT KOHHEH- | TENBHOH | TUYHOE | THYHOC | TUYHOE | pe3yNLTATaMy

TpauuH, | morpei- |OTKIOHE- | OTKIIOHE- | OTKMOHE- | H3IMCPCHUH,
MI/KT HOCTH), | Hue MOB- | HUE BOC- | HHE BOC- | IOJYYCHHBIX B
+3, %, |TOpAeMO- | pou3BO- | NPOU3RO-| pasHbIX 1a6o-
P=095 | crtn), ¢, |auMocty),| aumo- | paropwmsx), R,
% O-R,% CTH), r9% Y%

TLnoawt nur- ot 0,02 no

|pycoBbIx 0,2 B 30 41 5.8 12 16
Cox or002 101 50 3,1 43 9 12

ITonHOTa M3BJICYEHUS BELIECTBA, CTaHAApPTHOE OTKJIOHEHHEC, LOBECpH-

TeNbHBIA WHTEPBAN CPENHETO pe3yNbTata AJid BCEro Auana3oHa W3MepeHwmit
(n = 20) npuseneHs! B Tabi. 2.

Tabnuua 2
Merposoruteckue napamerpsl, P = 0,95, n =20
AHamzupye- | TpeRen | nananasod NOJHOTA _ | nosepurens-
MBIt 051,2),,@ obxapy- | onpegensie- |M3BICYEHUA mﬁf)- Hbilt MHTEpBAN
KEHMs, | MbIX KOHUCH- | BOHIECTBA, | o oo, | CPEAHETO pe-
MI/kr  |Tpatwii, Mr/xr % > "® | 3ynprata, +, %
ILnonr! uurpy-
COBLIX 0,02 0,02—90,2 89,1 5,33 2,83
Coxk 0,02 0,02—0,2 89,0 3,60 1,92
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2. Meropn n3mepenmnii

MeTton ocHOBaH Ha ONpEAENEHHH NPOMHUKOHA30Ja ¢ MCIIONb30BAHUEM
KaMWUAPHO#M ra30xuaKocTHOH xpomaTorpadyu ¢ SeKTPOHHO-3aXBAaTHBIM J€-
TEKTOPOM [I0CTIE M3BNECHEHNA BELIECTBA U3 aHANM3MPYEMbIX 00pasIoB aLeTo-
HUTPWIOM ¥ OYHCTKU DKCTPAKTOB Ha MATPOHE, 3aNONHEHHOM CHIMKAreleM.

KonuyecTBeHHOE ONMpeAeNieHye NPOBOIMTCA METOAOM abCOMOTHOH Ka-
JMOPOBKH.

3. Cpencrea u3mMepennii, BCOOMorareLuble yCTpoiicTaa,
PeaKTHBbLI H MATEPHAILI

3.1. Cpedcmea usmepenuii

TasoBkrit xpomatorpad), CHaGKEHHbIM AMEKTPOHHO-

3aXBATHBIM JETCKTOPOM C NpENeoM RETEKTUPO-

BaHMA 10 HHAaHy 5 - 107" r/c u aBromMaTHuec-

KHM IIPo600TOOPHUKOM, NIpeHASHAYESHHDIN ANIA

paboTh! ¢ KaMWLIAPHOU KONOHKOM

I"azoBhIit xpoMaTorpad ¢ Macc-ceneKTUBHBIM

JETEKTOPOM H aBTOMAaTHYECKUM MpoOooTOOpHH-

KOM, NpeIHa3HaYeH b 111 paGoTh ¢ Kamwup-

HOH KOJIOHKO#

BapomeTp-aHepous ¢ JMana3’oHOM H3MEPEeHWI

aTMocdepHoro xariennst S—790 MM pT. CT. 1 C

TPEAEIOM NOIYCTUMOI NOrpeMHOCTH

(1+2,5) MM pr. cT. TV 2504-1799—75
Bechl aHaMUTHYECKHUE € NPEISNTOM B3BEIIHBAHNA

110 r u nMpeaenoM NOMyCTUMOM HOrPELIHOCTH

0,001 r TOCT P 53228—08
Bech! JaGopaTopHbie 001ero Ha3HauIeHuA ¢

HauboIBLIMIMM MPENENIoM B3BeIMBaHNA 10 420 r u

npenenoM gomycrumoit norpemrHocty 0,01 TOCT P 53228—08
Konbsl MepHBIe 2-T0 KjIacca TOYHOCTH BMECTHMO-

cTbio 100, 200, 250 e’ I'oCT 1770—74
Meps! Macchl I'OCT OIMLR 111-1—09
MHKpODIIPHI BMECTHMOCTEIO 10 MM

IuneTKy rpafgynpoBaHHkbIe 2-r0 K1acca TOYHOCTH

BMecTAMOCTHIO 1,0; 2,0; 5,0 u 10 oM rOCT 29227—91
LmmmHaps1 MepHBle 2-ro Kiacca TOYHOCTH
BMecTHMOCTBIO 100 1 250 oM I'OCT 1770—74

l'lpmwe'iauue. L[onycxae'rcn UCNONB30BAHUE CPEACTB U3MEPCHHUS C aHAOTHY-
HBIMU UIH TYHIIHMMH XapakTePpUCTUKaMK.
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3.2. Peaxmusst

IponmukoHa30J, aHANMTHYECKUI CTAHAAPT C
coiepaKaHHeM OCHOBHOTO KOMNOHEHTa 97,2 %
A30T rasooOpasumiii (aucToTa 99,999 %)

B 6ajutoHax TV 6-21-39—96
AuetoH, ocqd I'OCT 2603—79
Bogaa 4 naGopaTtopHoro axanusa (6unucTiug-

POBaHHAA WM NeHOHN30BAHHAA) I'OCT P 52501—05
s-T'excan (rexcas), g xpomarorpadumn TV 6-09-06-657—84
JuxnopMerasn, oca ' TV 2631-013-44493179—98
Kanuii yriexucirrif (kapGoHaT kanus, notam),

X4, IPOKAJICHHbIH I'OCT 4221—76
Kanbiuit XI0pHCTBIA (XIOPUI), X4, HACKIIEHHEIH

BOJHBII pacTBOp I'OCT 450—77
Kucnora cepHast KOHLICHTPHPOBaHHas, X4 I'OCT 4204—77
KucnoTa coisaHas (XJI0pOBOJOPOLHAS), XU I'OCT 3118—77

Hartpus rufpooKuch (THEPOKCH HATPUA), X4 Ir'OCT 4328—77
Hatpuit cepaoxucsii (Cynbdar Harpus)

Oe3BOmHBIH, X4 I'OCT 4166—76
Harpuii yrnexucisli (kap6onar), X4 I'OCT 83—79
®ocdop (V) oxcun (pocdopusiit anrumpu,

neHTokcuy dhocdopa) TV 6-09-4173—85

Ipumeuanme. [Joryckaercs UCMONE30BAHUE PEAKTHBOB ¢ Bonee BLICOKOM KBa~
nudukaumei, He TpeCyrome JONoIHUTENLHON OYUCTKY pacTBOPUTENEH.

3.3. BcnomozamensHsle cpedcmea usmeperuii, ycmpoiicmea, Mamepuanst
Anmnapart [0S BCTPIXUBaHUA TV 64-1-2851—78
baus yneTpassBykoBas ¢ paboyeii yactoroit 35 xI'ny

bans ponsHas

Bans ynsTpasBykoBas

BymaxHble GUILTPHI CPeaHEH ILIOTHOCTH TV 2642-001-05015242—07
Boponxa Broxuepa I'OCT 9147—80

BopoHKa JeNuTeNbHas BMecTHMOCThI0 250 cv®  T'OCT 9737—93

Boponxu koHycHble nuameTpoM 40—45 MM I'OCT 25336—82
'HrpoMeTp ¢ Auana3oHOM M3MEpEeHMH OTHOCH-

TenbHoOM BAakHocTH oT 30 1m0 90 % TV 25-11-1645—84

I'pyma pesusoBas TV 9398-005-0576-9082—03

T"omorenusarop 6biTOBOM
Kous6n! miockonodusie BMecTuMocThio 100, 250,
500 cm® TOCT 9737—93
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Kon6st kpyrnofoHHsle Ha miude (Ans ynapusa-

HUA) BMECTHMOCTBI0 150 cv® I'OCT 9737—93
Hacoc BonocTpyliHbIi BaKyyMHbIH I'OCT 25336—82
TTaTpons! ans TBepROGAZHON SKCTPAKLIUIU

(KapTpPMIDKH) C CHITHKAreneM

PexTuduKaoHHas KOJOHHA C YKCJIOM TEOpETH-

YeCKUX Tapenok He MeHee 30

PotanumoHHbI# BaKyyMHbLH# HCTIAPUTEND C

MeMOpaHHBIM HacocoM, obecrennBaromuit

BaKyyM go 10 m6ap

CrakaHbl XUMIIECKHE C HOCHKOM BMECTUMOCTBIO

100, 150 u 250 v’ ['OCT 25336—82
CrexnoBata

CTexIIHHbIe NaT0YKu

TepmoMeTp ¢ AuanasoHoM u3MepeHuii ot 0 5o

55 °C u neHoit nenenus 0,1 °C T'OCT 28498—90
VeraHoBka 1A NEPEroHKM pacTBOpHUTENeH

XpomaTtorpaduyeckas, KalWULIPHas, KBapuepas

KoJoHKa IMHON 30 M, BHYTPEHHIM IMAMETPOM

0,32 MM, comepxammas copbent: 50 % — dpermwi-

noaucuinokcay, 50 % — AUMEeTHINONNCHIIOKCaH

(TommuHa iesku copbenra 0,5 Mxm)

Xpomarorpaduyeckas, kKamwULIpHAas1, KBapLepas

KOJIOHKA, INTHHOM 15 M, BHYTpEHHIM AUAMETPOM

0,25 MM, copepxkaias copbent: 5 % — denmnno-

JIUCHNOKCaH, 95 % — AUMETHINONUCIIOKCAH

(TonmuHa wieHkn copbenTa 0,25 MkM)

Tipumeuanne. Jlonyckaercs npuMeHeHne 060PYAOBAHNS C AHATOTHYHBIME WU
JYYIIAME TEXHUYECKUMY XapaKTEePUCTHKAMU.

4. TpeGopanus GesonacuocTn

4.1. [Tpn BRINONHEHMY U3MEpeHUl Beobxonumo cobmoaarTh TpeboBaHut
TEXHUKH Ge30macHOCTH NMpH pabote ¢ XUMUMecKuMH peakTuBamyu mo I'OCT
12.1.007—76, TpeboBanus 1o 31eKTPOOE30NaCHOCTH IpU paboTe ¢ IMEKTPO-
ycradHoBkamu o 'OCT P 12.1.019—09, a Taioke TpeGoBaHuUs, U3JIOXKCHHbIE
B TEXHHUECKOH NOKYMEHTAIMU Ha ra3opbii xpomarorpad.

4.2. TloMelieHHE DOMKHO COOTBETCTBOBATH TpeOOBaHWIM MOXKapobe3o-
nacHocty o I'OCT 12.1.004—91 u uMeTs cpencTBa NOXapoTYLIEHHs N0
T'OCT 12.4.009—83. ConepxxaHHe BPEAHbIX BEIECTB B BO3AYXE HE JOJLKHO
npeebimate TIJK (OBVYB), ycrasosnennmix I'H 2.2.5.1313—03 u TH

7
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2.2.5.2308—07. Opranmsauus o0ydeHus pabotauxos Ge3onacHocT# Tpyaa —
no I'OCT 12.0.004—90.

4.3. Ilpu paboTe ¢ razamu, HaXOXAIMMUCS B GaJIOHaX MO JaBNCHHEM
10 15 MITa (150 xrc/cm?), HeoGxomumo cobmonats «IIpaBwia yCTpOHCTBA U
Ge3onacHo# dKCIUTyaTaly CTALMOHAPHBIX KOMIPECCOPHBIX YCTAHOBOK, BO3-
LYXOHpOBOZOB ¥ Fa30NpOBOJOB FOJ AaBiaeHuem», [16-03-576-03. 3anpema-
€TCs OTKphIBaTh BEHTIWIb Ga/IOHA, HE YCTAaHOBUB Ha HEM TOHIDKAIOIMY pe-
ILYKTOP.

5. TpeGoBanns k kBanu(pRKATAHE OHEPATOPOB

K BbINOJAHEHMIO M3MEPEHMH NOMYCKAIOT CNELMAIMCTOB, NMpOIUEIHNX
06yueHne, OCBOMBIINX METOMAUKY, BIANCIOIMX TEXHUKOM, MMEIOWMX OIBIT
paboThl Ha ra3oBOM XpomaTorpade M NMOATBEPHMBLINX COOTBETCTBHE MOMY-
YaeMbIX pe3y/IbTaTOB HOPMATHBaM KOHTPOJIS MOTPENIHOCTH 1o 1L, 13.

6. Yciosns m3mepenuii

TTpu BEIONHEHUH U3MEPEHUH COOMONAIOT CIEAYIOIIME YCTIOBUS:

® NPOLIECCHI NPUrOTORJICHHA PaCTBOPOB M MOArOTOBKH MPOG K aHAIH3Y
TPOBOIAT NpM TeMneparype Bozayxa (20 + 5) °C ¥ OTHOCUTENBHOM BIAXXHO-
cti He Gosiee 80 %;

® BBINOJIHEHHE M3MEPEHUI Ha ra3oBOM Xpomarorpade IpoBoaiT B yc-
JIOBUAX, PEKOMEHAOBAHHbIX TEXHUUECKOH noKyMeHTauueH K npudopy.

7. IllogroToBka K BHINOJHEHAIO H3MEpeHn

H3aMepeHusIM NpemiuecTBYIOT CEAYIOILIUE ONEpaluy: OYHCTKa OpPraHu-
YecKMX pacTBopuTesed (Mpu HeoOXOAMMOCTH), NPUIOTOBJICHHE TpaxyHpo-
BOYHBIX PacTBOPOB M PacTBOpa BHECCHMs, YCTAHOBJICHHE IPagyUpOBOYHOM
XapaxTepUCTHKHU, TPUIOTOBIEHHE CMecel pacTBopuTeNnei A1 SKCTPakUMH U
OYMCTKH 3KCTPAKTOB Ha KOHLEHTPHPYIOIIEM MATpOHE, NOArOTOBKA KOHLECH-
TPUPYIOMIEro NATPOHa, NMPOBEPKa XpoMaTorpadueckoro NOBEASHUs NPONHU-
KOHa3071a Ha HeM.

7.1. OQuucmka opzanuieckux pacmeopumeneii

7.1.1. n-T'excan. PacTBOpUTEND MOCAEAOBATEIFHO HPOMBIBAIOT NOPIMA-
MH KOHLIEHTPUPOBAHHON CEpHOM KMCIIOTHI IO TeX MOp, HOKa OHa He nepecrta-
HET OKpAIUHMBAaTbCA B JKEJIThIH LIBET, 3aTEM BOAOH N0 HEHTpaIbHOH peakuuu
[IPOMBIBHBIX BOJ, IEPETOHAIOT HAM, MPOKAJICHHBIM KapOOHATOM KaJiksi.

7.1.2. Ayemonumpun. AUETOHUTPII KUIHTAT C OOPaTHBIM XOJIONMWIIbHHU-
KOM HaJ neHTokcuuom (ocdopa (Ha 1 m° aneronuTpuna 20 r neHTOKCHAA
¢docdopa) He MeHee 1 Haca, MOCIE YEro NEPETOHSIOT, HEMOCPEACTBEHHO e~
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pexn ynoTpebaeHneM AUETOHHTPHN HOBTOPHO NEPETOHAOT HA HPOKATIEHHbIM
KapGonaTom kanus (#a 1 am® aneronurpuna 10 r kapGonata Kasus).

7.1.3. Ayemon. ALETOH NEPEroHMOT Haj HEGONBIIMM KOJHYECTBOM
MapraHLeBOKHCIOrO Kanusi ¥ Ge3BOAHBIM KapOOHATOM Kaslus WM NOABEpra-
0T PEKTU(PHKALMOHHON NEperoHKe Ha KOJOHHE C HHCIOM TEOPETHUECKUX
Tapenok He mexee 30.

7.2. Mpuzomosnenue pacmeopa CONAHOU KUCTIOMDBI C MOJIAPHOIE
konyenmpayueii 0,1 Monw/om’ (0,1 M pacmeop)

Jns TPUrOTORNEHHS PacTBOpa CONSHOM KMCJIOTHI ¢ MOJIIPHOH KOHLEH-
Tpauuen 0,1 mons/mM® (0,1 M pacTBOp) B MepHYI0 Konby BMECTHMOCTBIO
1000 c™® nomemarot 8,3 CM3 COJIAHOM KHCJIOTBHI, JOBOAAT 0O METKH BOIOH,
TIIATENBHO NEPEMENIHBAIOT.

7.3. llpuzomognenue pacmeopa 2UOPOKCUOG HAMPUA C MOAADPHO
Kounuyenmpayueii 12,5 Mons/om’ (12 5 M pacmeop)

B MepHy1o kon6y BmectHMocTsio 100 M nomemaior (50  0,1) r run-
POKCH/IA HATPHA, JOBOAAT BONOMH IO METKH, TILATENLHO IlepeMEIIHBaIOT.

7.4. ITpuzomosnenue cmecu O OUUCMKU IKCIMPAKMOG HA RAMPOHE
0N meepooasnoil IKCMpaKyuY 2eKCaH—AUEMON
(o6vemunoe coomnoweuue 8:2)

B MepHyio konGy BMecTEMOCTEIO 100 oM momemaior 80 cM’ rekcaHa u
20 oM’ anerona, MepeMEHIUBAOT.

7.5. Ipuzomosnenue zpadyupoBouHbIX pACHIGOPOS U PACHEOPA BHECCHUA

7.5.1. Hexoouulii pacmeop nponuxonazona O 2padyuposxu (KoHyeH-
mpayus 100 mxe/em’). B MEpHYIO Konby BMeCTHMOCTLlO 100 cM® noMemaroT
0,01 r IMPONMKOHA30a, PACTBOPSIOT B 50—60 cM’ aueToHa, JOBOAAT MM MO
METKH, TIIATEJIbHO MePeMELIHBAIOT.

PacTBOp XpaHAT B XONOMWIbHUKE IPU TeMneparype 4——6 °C B TeueHue
Mecsua.

7.5.2. Pabouuii pacmeop Ne I n, nponuKonasona 05 2padYUpOBKY U GHe-
cenus (xonyenmmpayus 10,0 mxz/cm’). B MepHyio Konly BMECTHMOCTHIO
100 cv® riomemarot 10,0 CM3 HCXOJHOTO IpaflyMpOBOYHOIO pacTBOpa C KOH-
nenTpampedt 100,0 Mxr/cm® (. 7.5.1), JOBOZAT O METKHM ALETOHOM, Tila-
TENIbHO TEPEMELIHBAIOT, MOMYYalOT paboduii pacTBOp ML TPanyHpoBKM |
BHecenma Ne 1 ¢ koHIeHTpauyel mpomukonasona 10,0 Mxr/cm’.

PacTBop XpaHAT B XOJONWILHHKE NpY TemnepaType 4—6 °C B TeueHue
Mecsna.
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DTOT pacTBOp KCHONL3YIOT AJist IPMIOTOBIEHHA MPo0 ¢ BHECEHHEM TPH
OlICHKE IONHOTH M3BNEMESHHUS NEHCTBYIOINErO BElecTBa METONOM «BHECEHO-
HalIEHO» U KOHTPONA Ka4eCTBa Pe3yJIbTaTOB H3MEpEeHUii METONOM H06aBOK.

7.5.3. Pabouue pacmeoper .Nb 2—5 nponuxoHnazona Ona 2padyuposKu
(rcouueumpauwz 0,05—0,5 mxz/er’). B 4 MEpHEIE KOJIOBI BMECTHMOCTHIO
100 cm® momemaior 0,5; 1,0; 2,0 1 5,0 cM® paGouero pactsopa Ne 1 mna rpa-
JYUPOBKHU M BHECCHUS C KoHueH'rpauueﬁ 10,0 mxr/cm” (1. 7.5.2), nosogsT 1o
METKH alleTOHOM, TLIATENILHO NepeMEeINBatoT, Noy4aioT paboumre PacTBOps!
Ne 2—5 ¢ KOHIEHTpAIEAMHE IpoIHKoHasoa 0,05; 0,1, 0,2 u 0,5 Mkr/cm’.

PacTBOphI XpaHAT B XONOMMIBHHUKE NpH TeMmeparype 4—6 °C B Tege-
Hue 14 pueii.

7.6. Ycmanoenenue zpadyupogounoil XapaKmepucmuxu

I'patyipOBOYHYIO XapaKTepPUCTHKY, BHIPAKAIOIIYIO JHUHEHHYI0 (C yrio-
BBIM KO3((ULMEHTOM) 3aBUCHMMOCTh IUTOMaN IIMKA OT KOHLEHTPAIMH IIpo-
IMKOHA30JIa B PaCTBOPE, YCTAHABIMBAIOT METOAOM a0COMOTHOM KamuGpoBKy
10 4 pacTBOpaM I IpafyHpOBKIL.

B ucmapurens xpomarorpada BBOIAT 1o 1 MM K2KJIOTO IPaLyHpOBOt-
HOTO PacTBOpa M aHAM3APYIOT B YCJIOBHAX XpoMatorpadupopanus mo 1. 9.3,
OcCyIecTBIMOT He MeHee 3 mapaeNbHBIX H3MepeHHH. YcTaHaBjiMBAIOT
ILTOIIaAY IMKOB NPOIHKOHA30A.

7.7. ITo020moeKa KORUERMPUPYIOuie20 RAMpPORa

ITaTpoH ycTaHABIMBAIOT HA AUIOHXK C IPSMBIM OTBOJAOM NI BaKyyMa M
KOHAUUMOBHNpPYIOT 10 cM® rexcana. CxopocTh NOTOKa pacTBOpuUTeNcH uepes
NATPOH HE JIOJDKHA NPEBBIMATH 2 CM’/MUH, TIPH 3TOM HElNb3s JONYCKATh Bbl-
CBIXaHNS MOBEPXHOCTH HaTpoHa. ITaTpoH roTOBAT HENOCPEACTBEHHO HEpen
HCTIONB30BAHHEM.

7.8. Ilposepka nogedenus nponuKonasona
HA KOHUCHMPUPYIOU{EM RAMPOHE

B KkpyrionoHHy:0 Konfy BMecTHMOCThiO 10 cM® moMemaroT 1,0 om®
pacreopa No 5 DpomMKoHa3oNma I TPagyHMpoOBKM C KOHUEHTpauuei
0,5 Mxr/em® (1. 7.5.3), YIapUBaIOT NOCYXa Ha POTaLOHHOM HCHapuTese npyu
Temnegarype pozsHolt Ganu He Boime 40 °C. Cyxoii 0CTaToK pacTBOPSIOT B
2,5 cM” rekcaHa, momemas Ha ynbTpa3BykoByio Gamio Ha 40—60 c, 3ateM
HaHOCAT Ha MONTOTOBJEHHBIN KOHUEHTpHpYiomuil natpod (n. 7.7). [latpon
MPOMBIBAIOT 5 CM’ FEKCaHa, DII0AT OTOPACHIBAIOT.

ITponuxonason >moupyoT ¢ narpoHa 10 cm® cmecu rel(caﬂ—aueron
(o6bemMBOe cooTHomeHue 8 :2), oTOupas ¢pakuuoHHO (MO 5 cm’), anoar
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YNapuBaIOT, OCTATKM PAacTBOPSIOT B 4 CM® 3TWIALETATA, aHATM3UPYIOT CO-
Jep KaHKe NMponuKoHa3ona 1o . 9.3.

Dpakuuy, conepikalye MPONNKOHA30J1, 00bENUHIOT U BHOBb aHATIM3H-
pYI0T. YCTaHaBNMBAlOT YPOBEHb BEWIECTBA B JJIOATE, ONPEIENIOT TONHOTY
CMRBIBAHUA C MATPOHA M HEOOXOMMMBIH JUTst OUHCTKH OOBEM MHOCHTA.

8. O16op n xpanenne npod

Ot6op npob NPOH3BOJMICA B COOTBETCTBMHM C NpaBHiaMy, OTPeHelieH-
meiMu  TOCT 4427—82 «Anenscumbl. TexHmwdeckue ycnousy, I'OCT
4428—82 «Mannapunnl. Texuwueckue ycnosus», FOCT 4492—82 «Jlumo-
Hel. TexHuueckde YCIOBHA», «YHUDHLHPOBaHHBIMM MpaBWIamMu OTOOpa
npo6 CcenbCKOXO3ANCTBEHHOM NMPOAYKIUMHY, IPOXYKTOR NUTAaHUS H OOBEKTOB
OKpyXarolel cpeabl i ONpefefieHHs MHKPOKOJIMYECTB NECTHLMAOB»
(N2 2051—79 ot 21.08.79).

Oto6panHble APOGHI HUTPYCOBBIX XPAHAT B CTEKIITHHON WIM MONMITH-
JICHOBOH Tape B XOJIOJMILHIKE B TeMHOTE He 6onee 7 auei. Jina mmmrensHo-
ro XpaHeHus oOpasip! 3aMOPaXMBAIOT M XpaHAT npu Temneparype —18 °C.
TIlepen ananu3om NPoObI M3MENBYAIOT C MIOMOLLBIO TOMOTEHH3aTOPa.

Ipo6rl coxa aHanM3HUPYIOT B ICHH M3rOTOBNEHUA.

9. BuinonneHHe onpeaeienus

9.1. Ixempaxyua

OG6pa3upl M3MEIbLYEHHBIX TUTOJOB HUTPYCOBBIX MM COKa C MAKOTHIO
maccoii 10 r nomemawT B KOHIYECKYIO KOGy BMECTHMOCTbIO 250 cM®, mo-
6aBnIOT S50 CM° ALETOHHTPWIA M BBLICPKHUBAIOT Ha aNiapate Mid BCTPAXH-
BaHmst 30 muHyT. CMech oTUILTPOBEIBAIOT Ha BOpoHKe BroxHepa ¢ momo-
BIO Pa3psDKEHUA, CO34aBaeMOro BOJOCTPYHHBIM HACOCOM, Yepe3 OyMaHBIH
¢$unbTp cpenneit rwioTHocTH. OnepaLMio MOBTOPSIOT elle 2 pasa, UCHONB3YS
Kakabiil pa3 no 30 cM® aneToMMTpHNA. DKCTPAaKT GMIBTPYIOT HAa BOPOHKE
Broxuepa.

O6beanHeHHbIH OTHWILTPOBAHHBIH IKCTPAKT MEPEHOCAT B KOJIOY IJiA
ynapyBaHUA ¥ YNApHBAOT Ha POTALMOHHOM BaKyyMHOM HCHapHTeNne NpH
TeMnepatype 6anu He Bbime 40 °C nocyxa.

K cyxomy octarky poGasmsor 50 cM® 0,1 M CONSHOM KMCIOTHL, TiNA-
TeNbHO NepeMELIUBAIOT, 32TeM NOMeIIaIoT €ro B [CNUTEIbHYIO BOPOHKY BMe-
cTumoctsio 250 eM’. JloBouat pH pacteopa 10 8—9 ¢ nomomswo 12,5 M
pacTBOpa rMAPOKCHAA HATPHSA, N06aBIIAA PpacTBOP MO KaILIsSM.

Belectso 3KCTparupyioT AMXIOPMETaHOM 3 pa3a no 2 MHMHYTHI, MC-
MONB3ys Kaxcabli pas no 30 cM°, Kaxmbli pas GUIETPYs ero uepes 6e33011—
bl CynbdaT HaTpus B KONGY MIA yNapUBaHUS BMECTHMOCTBIO 250 cM’.

11
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DKCTPaKT yNapHuBalOT HA POTALMOHHOM BaKyyMHOM MCIapuTesie IpH TeMIle-
parype Ganu He Bbime 40 °C mocyxa. Cyxoll ocTaTok, nonyqemm rocie
yTiapuBaHust 3KCTPAaKTa COKa LMTPYCOBBIX, PAaCTBOPSIOT B 4 CM® rexcasa
XpOMaTorpaUpyloT B YCIOBHAX, H3NOKEHHBIX B 1. 9.3. [l aHanusa [ionos
LMTPYCOBBIX CYXOM OCTATOK PACTBODAIOT B 2,5 CM> FEKCAHA M NOJBEPraroT
OYHCTKE Ha KOHLIEHTPUPYIOLIEM HIaTpoXe no 1. 9.2.

9.2. Ouucmia IKCmpakma nji0006 YUMpycoeslx
Ha KORUEHMPUDYIOWLEM RAMPOHE

DKCTpaKT, mojy4eHHbiii no m. 9.1 (pactBopensbiif B 2,5 cM® rexcana)
HAHOCAT Ha nonr(rrosneﬂﬂbm no n. 7.7 KOHUEHTPUPYIOMMH MATPOH CO CKO-
pocTeio He Gomee 2 cM’/MHH, >mOaT OTGpachiBAIOT. [IaTPOH MPOMBIBAIOT
5cm’ jFeKcana, amoar 0oTOpachiBaioT, JACHCTBYIOEE BEILECTBO CMBIBAIOT
10 cM> cMecH rexcal-aneToH (06BLEMHOE COOTHOIIEHHUE 8 : 2). Dmoar cobu-
paioT B KoJOy N ymapuBaHudA, yNapHBalOT HOCYXa IIpH TeMIeparype He
Boime 40 °C, cyxo# ocTaTok pacTBOpsIOT B 4 cM’ aneToHa u Xpomatorpapu-
PYIOT B YCIOBUAX, H3NOKEHHBIX B I1. 9.3.

9.3. Yenoeus xpomamozpagupoearun

9.3.1. I'azosviii xpomamozpagh, cHABIHCEHHVIY INEKMPOHHO-3AXEAMHBIM
demexmopom ¢ npedenom demexmuposanus no rundany 5 - 107 2/c.

Xpomarorpadueckas, KamwUBIpHas, KBapLieBas KONOHKA JUIMHOM 30 M,
BHYTpeHHMM JHaMeTpom 0,32 MM, comepxawas copbeHT: 50 % — denunmno-
nucuinokcan, 50 % — puMeTwmonucwiokcan (TONIMHA IEHKH copOeHTa
0,5 Mxm).

Temneparypa: nerexropa — 320 °C;

ucmapurens — 270 °C.

Temmeparypa TepMocTata KOJOHKM MporpamMmupoBaHHas. HavanbHas
Temneparypa — 200 °C, Bbinepxka | MHH, HarpeB KOJIOHKH CO CKOPOCTBIO
2 rpamyca B MUHYTY 0 Temiepatypsi 230 °C, Bblaepxkka 1 MuH, 3aTeM Ha-
rpeB KOJIOHKH CO CKOpocThio 10 rpanycos B MEHYTY 00 Temmneparyph 270 °C.

I'a3 1 (asot): maBnenue 95 klla, ckopocts 39, 987 eM/c, noTok 1,847 o /Mu.

Fa32 Jesiedne noroka 1 :3; cBpoc 5,5 cm 3/muH, ¢ nepBO#t MUHYTHI —
20,0 cM*/mum.

Xpomarorpadupyempiit o6bem: 1 M.

JInnelinbl# Iuana3oH aetekrupoBanus: 0,2—2,0 Hr.

9.3.2. Xpomamozpagh 2azoeviii ¢ Macc-cenekmugHbim demekmopom (Me-
mMoO nOOMEEPIHCOEHUS).

Xpomarorpaduueckasi, KanwUIspHas, KBapueBas KONOHKa JTUHOHA 15 M,
BHYTpPEeHHUM AuameTpoM 0,25 MM, conepxainas copOeHT: 5 % - PpeHunnonu-
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cwiokcad, 95 % — IUMETHANOAMCHNOKCAH (TOJNMIMHA TUIGHKH copGeHTa
0,25 mMKMm).

Temnepatypa nerexropa: kpagpynons — 150 °C, ucrounuka — 230 °C,
nepexonHoi kamepst — 280 °C.

Temneparypa ncnapurens: 270 °C.

Temneparypa TepMocTaTa KOJIOHKHM NporpamMmupoBaHHas, HavanbHas
Temneparypa — 180 °C, Belzepxka 1 MUH, HarpeR KOJOHKM CO CKOPOCTBIO
5 rpagycos B MUHYTY O TeMmepatypsl 230 °C, BBIIEPiKa 5 MUHYT.

Ta3 | (remmif): moTOK B KoMOHKE 0,8602 cM>/MHH.

Jasnenue: 12,297 psi.

CpenHss nuHelHas cKopocTs: 28, 359 cm/c.

Xpomarorpadupyemsii oGsem: 1 Mv>.

Pexxum ckanupoBanmsa — SIM, m/z: 69, 173, 259.

JluneiiHpli quana3zox getekTHporanns: 0,2—2,0 Hr.

OGpasupl, patompue mukm Gosbune, HeM rpafyMpOBOYHBIH pacTBOp
NPONMKOHa30Ma ¢ KOHUeHTpaumel 0,05 MKr/cM’, pasGaBIMIOT alETOHOM He
6onee yem B 50 pas.

10. O6padoTka pe3yNLTATOB aHAJIN3A

Conepxxanue nponuxoHasona B mpobe (X, MI/Kr) pacCUHTHIBAIOT HO
dopmyne:

AV
=—~—, e
m

X — copeprxaHue MPONMKOHA30Jia B Mpobe, MI/KT;

A — KOHUEHTpaLus NPONHKOHA30jia, HalIeHHasd NO rpaXyHpoOBOYHOMH
XBDAKTEPHUCTHKE B COOTBETCTBUM C BEJHYMHOM IUTOIA¥ XpoMmarorpadude-
CKOTO MHKa, MKr/oM’;

V — of’seM aKCTpaKTa, HOATOTOBJIEHHOrO Ul XpoMaTorpadupoBaHus, oM

m — Macca aHausupyemMoro obpasua, T.

11. IIpoBepka NpHEMJIEMOCTH Pe3yILTATOB
napajuiebHbIX onpenenenni

3a pe3yabTaT aHANM3A IPUHUMAIOT CpeiHee apudMeTHIeCKoe pesyibTa-
TOB ABYX NapajuleNIbHBIX ONpeneNeHu, PaCXOXKACHHE MEXIY KOTOPbIMH He
TpeBLILLAET Mpefesia HOBTOPAEMOCTH:

2.1X, — X,|-100
(X, +X3)
X, X> — pe3synbTaThi apaUieNIbHbIX ONpeNeteHuH, Mr/Kr;

<r,rme m
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¥ — 3HaUEHUe npeena NoBTopseMocTH (Tabn. 1), npu sToM » = 2,80
Ipy HEBLINOJHEHUM YCAOBMS BBISCHAIOT NPUYMHLI NPEBLIIEHUS Npe-
Jena NOBTOPAEMOCTH, YCTPAHAIOT MX ¥ BHOBB BbIIOJTHAIOT aHAM3.

12. Odopmaenne pe3yaLTaToB
PesynstaT aHanusa npeacTaBAsiOT B BHIE:

(X £ A) mr/xr npu BepoaTHocTH P = 0,95, rae

X — cpemmee aputMeTHYECKOE PE3YNBTATOR ONPENENEHMH, MpPH3HAH-
HbIX TPHEMJIEMBIMH, MI/KT;

A — rpaHuLa aGCOMOTHOM NOrPEMHOCTH, MI/KT:

X
100

J — rPaHULIA OTHOCUTENHLHON NMOrpeliHOCTH METOAMKH (TIOKa3aTeNb ToY-
HOCTH B COOTBETCTBHM C JMAIla30HOM KOHLeHTpauuii, Tabn. 1), %.

Ecnu conepxaHue KOMNOHEHTa MEHEe HIDKHEH IpaHMIBI Juana3oHa
onpejeIeMBIX KOHUCHTPALUi, Pe3yJIbTAT aHA/IH3a NPENCTABIIOT B BUIE:

«codepoicanue nponuxonaszona e npobe menee 0,02 M2l

0,02 Mr/xr — npezxen oGHapyxeHus NpPONMKOMa30Ja B IUIOJAX U COKE LHUTPY-
COBBIX.

,TIe

13. Konrponn kavecTBa pe3yjbTATOB H3MepeHuH

OnepaTuBHbIll KOHTPOJIb HOTPELUIHOCTH H BOCIIPOU3BOAMMOCTH M3MeEpe-
Huit ocymectaisercs B cootsercTBud ¢ FOCT P UCO 5725-1-6—02 «Tou-
HOCTb (HPaBIWIBHOCTh M MPEUM3HOHHOCTH) METOZOB U PE3YNHTATOB H3Me-
peHMI.

13.1. KoHTposib cTabWIBHOCTH IpafyMpOBOYHON XapaKTepHUCTHUKH.

KoHTpoab cTabwibHOCTH rpaXyHpOBOYHOH XapaKTEPUCTUKH NPOBOJAT B
Hayaye U Mo OKOHYaHMU KaXI0# Cepuy aHall30B.

Ilpx KOHTpoOJNE CTaGUILHOCTH TPaLyHpOBOYHON XapaKTEPHCTHKH HpO-
BOJAT M3MEPEHUs HE MEHee TpeX 00pa3ioB KOHUEHTpaLUuit UL rpagyUpOBKH,
COZiep>kaHue NMPOIMKOHa30Ma B KOTOprX JIOJDKHO OXBATHIBATh BECh AHAMA30H
KOHUeHTpauuii ot 0,05 mo 0,5 MKr/em’,

I'panyupoBOYHas XapaKTepuCTHKa CUMTAETCA CTaOWIbHOM, ecnu Wis
KaXJOro U3 MCMOJIb3yeMOTro i KOHTPOJNA rpaiyMpOBOYHOrO pacTBOpa CO-
XPaHAETCs COOTHOIIECHHE:

A=

X-0):100 ?‘ 190 ¢ B, rae )
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X — KOHlIEHTpalKa OpONUKOHa30Na B Mpode MpH KOHTPOJIBLHOM U3MeEpe-
HMH, MKI/CM;

C — ¥3BECTHAs KOHLEHTPALMA IPafyHpOBOYHOIO PacTBOpa MpOMMKOHa~
30718, B3ATasA [T KOHTPOJA CTabMIIbHOCTH IPadyupOBOYHON XapaKTepHCTH-
KH, MKI/cM’;

B — HOpMaTMB KOHTpOJA CTaGWILHOCTH IPafyHpPOBOYHON Xapakrepu-
cTukH, % (pasen 10 % npu P = 0,95).

Ecnn Benduua pacxoxaenus (4) npesbimiaer 10 %, AenaroT BLIBOA O
HEBO3MOXHOCTH NMPUMEHCHHUA IpalydpOBOYHON XapaKTEpPUCTHKH IS Haib-
HeHlux u3MepeHnii. B atoM crydae BHIACHAIOT M YCTPaHAIOT NMPHYMHBI He-
CTaGHIBHOCTU TPaKyHPOBOYHON XaPAKTEPUCTHKY U HOBTOPSIOT KOHTPOMb €€
CTaGHIBHOCTH C UCTIONB30BaHMEM APYTUX I'PaLydpOBOYHEIX PACTBOPOB MpO-
NUKOHa3051a, npefycMoTpeHHbsIX MBH. IIpu nosroproM o6HapyxeHHM He-
CTabunpHOCTH IPalyHPOBOYHON XapakTepUCTHKY YCTAHABIMBAIOT €€ 3aHOBO
coryacHo . 7.5.

CTabuiIbHOCTh Pe3yNbTATOB M3MEpPEHHIt KOHTPONMPYIOT mepel Hpope-
JIeHUEM M3MEPEHUH, aHaMM3HpYs OfiMH U3 IPajlyMPOBOYHbIX PaCTBOPOB.

13.2, TlnanoBelii BHYTpUIaOOpaTOPHBIA ONEPATUBHBIN KOHTPOJL MPO-
HEXypbl BHIIONHEHH aHAIK3a NPOBOAUTCA METONOM H00ABOK.

Benuiuua no6asku C, JOJDKHA YIOBIETBOPSTH YCIOBHIO:

Co2A,z+A, g, rme

A ; (A, ) — XapaKTepHCTHKA NOTPEIMHOCTH (a0COMOTHAA HO-

FPEIIHOCThL) PE3Y/IBTATOR aHajlu3a, COOTBETCTBYIOMIAs CONEPXAHUIO KOMIIO-
HEHTa B MCMBITYeMOM oOpasiie (pacqeTHOMY 3HAYCHHIO COACPIKAHUA KOMIIO-
HeHTa B 06pasiie ¢ J06aBKo# COOTBETCTBEHHO) MI/KT, [IPH 3TOM:

A, =%0,84 A, rne
A — rpanuiia abcoNOTHON NOTPEIHOCTH, MI/KT:

5-X
=—— I2e

0 — IrpaHULA OTHOCHTENBHOH IOrPeIIHOCTY METORMKH (T0Ka3aTelNb TOY-
HOCTH B COOTBETCTBUH C AMANa30HOM KOHLEHTpauuii, Taén. 1), %.
PesynsraT xoHTpONs npouenyps! K, paccunThiBatoT o Gopmyre:

K=X'-X-C, rnoe

X', X, C, - cpenHee apu¢pMeTHUECKOe Pe3yNbTaToB NapajLIeibHbIX
onpeneneHui (MpU3HAHHBIX IPUEMIIEMBIMY N0 1. 11) conepxaHus KOMIIOHEH-
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Ta B o0pasne ¢ No6aBkoM, UCTBITyeMoM o0pa3sle, KOHUEHTpalyst Hob6aBku
COOTBETCTBEHHO, MI/KT.,
Hopmarus koHTposs K pacCUUTHIBalOT 1o hopmyne:

K= 00 g + An.;

TposomAT comocrapieHUe pesy/bTaTa KOHTpoJsi mpouexypsi (K) ¢
HOpMaTuBOM KoHTpons (K).

Ecnu pe3ynsTaT KOHTPOJIS MPOLEAYPHl YAOBIECTBOPAET YCIOBHIO

IKd< K, ©)]

HpOLEAYPY aHaM3a IPU3HAIOT YIOBICTBOPUTENBHHOM.

IIpu HeBbIMONHEHWHM ycnoBusA (3) HpoLexypy KOHTpOJS MOBTOPSIOT.
IIpy MOBTOPHOM HEBBIIONHEHUH YCHOBMA (3) BBIACHMIOT NPUHYHHBI, MPHBO-
JAIIMe K HeYJOBNETBOPUTENLHBIM PE3YNbTATAM, ¥ MPUHUMAIOT Mephl N0 MX
YCTpaHEeHUIO.

13.3, IlpoBepka MpHEMIEMOCTH PE3YJILTATOB M3MEPEHUM, HOTY4CHHBIX
B YCJIOBUAX BOCIIPOH3BOTMMOCTH.

Pacxoxaerue MeXIy pe3ylsTaTaMy H3MepeHul, BHIIONHEHHBIX B YCII0-
BHSAX BOCTIPOM3BOMMMOCTH (pa3HOe BpeMs, Pa3HbIE ONepaTophl, pasHbie Jabo-
paTopuu), He JOJLKHO MPEeBBIMIATh Npe/esa BOCIPOM3BOIMMOCTH (R):

2-|X, - X,|-100
X, +X,)
X}, X, — pe3ynbTaThl M3MEpeHui, BLIONHCHHBIX B YCIOBHAX BOCIIPOU3-

BOOMMOCTH (pasHOEe BpeMs, pa3Hbie OIEpaTopsl, pasHbie Jaboparopuu),
MI/KT;

R — npenen BOCHIPOM3BOAUMOCTH (B COOTBETCTBHM C AMANAa30HOM KOH-
LeHTpauuii, tabn. 1), %.

<R,rtme “)
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