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YTBEPXIAIO

PyxoBoauress ®enepaibHoii ciayk0b1
0 HaA30pYy B cepe 3alMThi IIPaB
notpebuTeneii 1 61aronoyyus YenoBeka,
I'naBHEIi rocynapcTBEHHEIH caHHTapHBII
Bpa4 Poccuiickoi ®enepannu

I'. T, OHumienko
9 centabps 2009 r.
Jara BBenenus: 1 nexabps 2009 r

4.1. METOZIbl KOHTPOJIA. XUMHUYECKHE ®AKTOPDI

OnpeneieHne 0CTATOYHBIX KOJIHYECTB
rHMeKCca30/1a B NOYBe METOA0OM KANMLISIPHO#H
ra30kHIKOCTHOH XpomaTorpaguu

Mertoauueckne yka3zaHus
MYK 4.1.2551—09
Hacrosimne METOQMYECKHE YKAa3aHHs YCTAHABIMBAIOT METOJ Ta3oKHl-
KOCTHOM XpoMaTtorpaduH Ul ONpPEAENeHUs] OCTATOYHBIX KOJHYECTB TMMEK-
casona B nmouse B ayanasoHe 0,01—0,1 mr/xkr.
I'umexca3zon (CAS 10004-44-1).
5-metunusokcason-3-on (IUPAC),

O-N
CHsMoH

C4H;sNO,.

Mou. macca 99,2.

Trepaoe KpucraIMIecKoe BEMIECTBO GeIOro LBETa, UMEOIEe ClIeLU~
(uueckuii 3anax. fasiacuue napos — 9,9 x 10™* mm pr. cr. (npu 25 °C). ILiot-
Hoctb 1,39 (npn 20 °C). Temneparypa kuneuns 202 + 2 °C. PacmopuMocn, B
Bosie — 85 r/nm’. PactBopuMocCTS B OpraHuyccKuX pacteoputenax (r/aM’, npu
25 °C): n-rexcan 14, yruinauerar — 425, aueroH — > 750, metanon — 968,
n3onponanon > 750. Fuiponanutuyecku crabunel npu pH 3—35,7; 10.

Kpamxkas mokcuxonozuueckas xapakmepucmuka.

Octpas mnepopainbHas TokcHuHocTh (LDsg) mna  Kpeic(camiuer) —
4 678 mr/kr; (LDso) s kpbic (camkn) — 3 909, ocTpast JepManbHas TOKCHY-
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HocTh (LDsp) snst kpeic ~ > 10 000 mr/kr, ocTpast MHraJsLHOHHAs TOKCHY-
HocTs (LCsg) s Kpeic (4 4) — 650 mr/m’.
Obnacmo npumenenus.

I'uMekcaszon — CHCTEMHBIH (QYHTHLM], [OJABISIOWIKA Bo3OyauTe/ei
3a0onesaHnil pacTeHMH, HHGEKUMOHHOE Ha4alo KOTOPHIX HAXOJAMTCS M Ha

ceMeHax. OYHTHIMI PEKOMEHAYETCA A8 06paboTku cCeMsAH CaxapHOil CBek-
JIBL [IEpe]] TOCEBOM MPOTHB KOPHEEa.

OJIK B ouse — 0,02 mr/kr.
1. INorpemnocTs U3MEPEHHUIH

ITpu cobniogeHuu BceX pernaMeHTHPYEMBIX YCIOBHI NMPOBCACHHMS aHa-
JIM3a B TOYHOM COOTBETCTBHH C JJAHHOH METOAHMKOH NOTPEITHOCTL (U €€ CO-
CTaB/AIOLIHE) DPE3YNHETATOB M3MEPEHMS MpPH JOBEPUTEIbHOM BEPOATHOCTH

P =0,95 He npeBHIIAET 3HAYEHHU, MPUBEACHHBIX B TaGn. 1 qua cooTBercT-
BYIOLUMX JHAalla30HOB KOHLEHTPALMH,

Tabnuuya 1
Merposiornveckue napamMerpel
Juanason | ITokasarens Tou- | Cravmapr-
OGwexr | Onpeaenie- | HOCTH (rpanuua | Hoe oTKJIO- HOHBPT?G;:L_ ngf”g_
ananwsa | MM KOHUEH- OTHOCHUTEJIbHOH | HEHuWe Mo- MoC Tp" 80 m[:c(:'m
Tpaiuif, MOrpelrnoCcTH), | BTOpseMoc- r % i AR o/" *
Mr/kr +3, % P = 0,95 ™, O, % i 70
ot 0,005 o
0,01 B, 100 4,95 13,9 16,6
Mouea 6oaee 0,01 no
oiiee 0,
0.1 BK, 50 5,88 16,5 19,6

IlonHoTa m3BiCYEHHsS BEHIECTBA, CTaHAAPTHOE OTKJIOHCHHE, NOBEpPH-

TENBHBIA HHTEPBAJ CPEAHEro pe3yJbTaTa NI BCEro /Mala3’oHa M3MEpeHHit
(n = 20) npusenexs! B Tabun. 2.

Tabnuua 2
Metponornueckue napamerpsl, P = 0,95, n =20
A“a“m‘f' penen Jnanazon Cpennee | Cranpapr- | JloBepuresns-
pyeMbiH 06}51 u)xe- onpejaenseMblx | 3HaYEHHE | HOe OTKNO- |HbIH MHTEPBAN
obbexr - Il)\ZIF/Kl' KOHUEHTpauHii, | onpeaesne- HeHue, CpEeRHEro pe-
’ MI/KF HudA, % S, % 3ynbTaTa, +, %
ITousa 0,01 0,01—0,1 81,39 3,66 2,1
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2. Metoja u3mMepeHuit

MeTtoanka OCHOBaHA Ha OMpeEICHHN THMEKCA30/1a C MOMOLIBIO Kalnl-
napHo#t razoxmuakoctHoit xpomarorpaduu (IDKX) ¢ amekTpoHO3axBaTHEIM
netextopoM (I3]) nocne IKCTPaKLMH M3 aHATH3UPYEMBIX NPO6 MOYBBI CMe-
ChI0 BOAHBIA pacTBOp amMmuaka (pH10):alleTOH, OMMCTKH 3KCTPakToB IeEpe-
pacnpencncHAEM B CHCTEME HECMELIMBAIOIIMXCS PacTBOPHTeNeil H Ha KOH-
UeHTpHpyowHx nartposax Sep-Pak® Silica. TN'azoxpomarorpaguueckomy
H3MEPEHHIO NPEMLECTBYET CTAAUA JEPHUBATH3alMHK BEILECTBA B NEHTadgrop-
GeH3HIILHOE MPOU3BOAHOE.

KonunuecTBeHHOE OmpejiesieHHe NPOBOANTCS METOLOM abGCONIOTHOM Ka-
IMOpOBKH,

3. CpeacrBa u3mMepeHuii, BcnoMoraTte/ibHble yCTpoiicTBa,
peaKTHBbI H MATEPHAJIbI
3.1. Cpeocmea usmepenuii

Iasosbiit xpomatorpad «Kpncrann-2 000M»,
CHab)XEHHBIH JIEKTPOHO3aXBaTHBIM JAETEKTOPOM

C MIPEAEIOM JACTEKTHPOBAHHUS 110 JIMHAAHY Howmep B l'ocynapcreeHHOM
5x 10™ t/c, npennasnavennsit s paGoTst PEecTpe CpecTB MIMepeHHit
€ KalnWUIAPHO#H KOJMOHKOMH 14516-95

Becnl ananurnyeckue BJIA-200 FOCT 24104

Meps! Macchl 'OCT 7328
Mukpoutnpuu tHna MUI-1M,

BMECTHMOCTBIO | MM’ TV 2.833.105

Kou6b1 Mepubie 2-25-2 u 2-100-2

BMECTMMOCTBIO 25 1 100 cM’ TOCT 1770

[TuneTku rpaayupoBaHHbIe 2 Kacca TOYHOCTH

sMmectamocteio 1,0; 2,0; 5,0 1 10 o™’ I'OCT 29227

TTpo6HpkH rpaayHpoBaHHble ¢ IPHUUTHPOBaHHOK

npoGKoii BMeCTUMOCTBIO 10 cM® rocCrt 1770

pH-MeTp-ananuzatop Boasl (Mogndukauus 211),
¢upma tHanna Instruments (I'epmanus)
Liniusaper MepHble 2 KJ1acca TOHYHOCTH
BMECTHMOCTBI0 250 cM’ roCT 1770
JlonyckaeTcs HCMONB30BaHUE CPEACTB W3MEPEHHA C aHAJIOTHYHBIMH HIIH
NYYIIAMK XaPaKTEPHCTUKAMH.
3.2. Peaxmuevt

I'mmekcason, aHamUTHYECKUH cCTaujapT
¢ coliepxaHyem AeicTBylolero Bemccrsa 99,8 %
(¢pupma «CamMMuT Arpo»)

6
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A30T 0c000# UMCTOTHI, U3 Da/UIOHA 'OCT 9293—74
AMMHak, 25 % BOAHBIH pacTBOp, uzxa I'OCT 24177—80
ALIETOH, X4 I'OCT 2603—71
Boja bunuctunnpoBaHHas, 1eHOHH30BaHHAA

HiH nepersanHas Hax KMnO, I'OCT 6790
Kanwuit yriexkucnsii, x4

Kucnora conauas, x4 rocr 3118—77
Harpuii cepHoxucnbii 6e3BOAHBINH, X4 I'OCT 4166—78
Harpuit X10pUcTHIi, una I'OCT 4233—77
H-I'ekcaH, x4 TV 6-09-4521—77
Henradropbenzunbpomun, 4., 1 %-Hulit pacTBop

B alleTOHE

OT1unoBsli 3¢up YKCYCHO# KHCIIOTHL,

PEKTH(DUKOBaHHBIIH (3THIALIETAT) I'OCT 22300

Bo3MoxHo ucnonbs3oBaHue peakTHBOB (oJsiec BRICOKOH KBasMHKaLmH,
KOTOPBIE HE TPeOYIOT BBINOMHEHUS 1. 7.1 (OUHCTKa).

3.3. Bcnomocamensnete ycmpoiicmsa, mamepuaist

ANNOHX TPSAMOH C OTBOAOM AJIS Bakyyma

(ans paboTh! C KOHIIEHTPUPYIOWHMH NaTPOHaMH)

Annapar ans BcrpaxuBaHus Tuna ABY-6¢ TV 64-1-2851—78
bans BopsHas TV 46-22-603—75
Bbans ynsrpazsykoBas dupmbl Jonay (11Iseinapus)

Bymara unankatopHas ynusepcanbnasa pH 0-12

Bymaskuble GuiIbTPBI «KpacHas JICHTa»,

00€e330J1eHHEIC WIH QUILTPHI

u3 xpomarorpapuueckor 6ymaru Batman 3MM TV 6-09-1678—86

Boposka BioxHepa T'OCT 0147
BOpOHKH Je/TUTENBHBIE BMECTHMOCTBIO 250 cM’ T'OCT 9737
BopoHkH KoHycHble quameTpoM 40—45 MM T'OCT 25336
I'pya pesunosas

Kon6a ByH3ena I'OCT 56145
Kon0b! KOHHYIECKHE IUI0CKOJOHHBIE BMECTHMOCTBIO

100 1 250 em® KIIILI-100, KITI1I-250, I'OCT 10394-72
Kon6u! xpyrnosoHHele Ha mnde

BMeCTHMOCTHI0 100 oM’ I'OCT 9737
Mukpoumpnu Tuna MII-100 M,

BMECTUMOCTHI0 100 MM’ TV 2.833.105
Hacoc BogocTpyiiamlii BaKyyMHbIH I'OCT 10696

IlaTtpoHs! ana TRepaoda3noi sxkcTpakunn Sep-Pak
Silica (Waters, CIUA), 06bem copbenra 1,2 M
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Ilmurka 3nextpuyeckas (u koaboHarpeBaTens)

Mpobupky ueHTpHDY*KHBIE

PexTnurauuoHHas KOJIOHHA C YUCIIOM

TEOPETHYECKHX TapeIoK He MeHee 50

Potanuounsiii BakyyMHBlit nienapurtens B-169

¢bupmbl Buchi, [seifuapus

CrakaHbl XMMHYECKHE C HOCHKOM,

BMeCTUMOCTHIO 800 oM’ I'OCT 25336

CHTO ¢ TUaMeTpoM OTBepCTHiA 1 MM

CrexioBara

CrexsHHbIE NANOYKH

YcraHoBKa Ui IeperoHKM pacTBOpHTENEH

XonoaAnIBHHK BOAAHOM, 06paTHBI I'OCT 9737

Xpomarorpaduueckas KONIOHKA KallHiLLApHas

HP-35, nmHo# 30 M, BHYTpEHHHM AMaMETPOM

0,32 MM, Tomuuua ruieHkH copbenta 0,5 MKM

Uextpudyra Sigma 2—6 co CKOPOCTBIO

o6oporoe 4 000 06/MH1H, BMECTHMOCTBIO

CTCKIAHHBIX IPoGHpoK 100 cm’

[lnpune MeauiMHCKNE ¢ pasbeMoM JIbioepa

BMECTHMOCTBIO 5, 10 1 20 oM’ T'OCT 22090
Jlomyckaercs NpUMEHEHHE APYroro o0OpylNoBaHMA € AHANOrHYHBIMHM

MM JTyYLUIAMH TCXHHYECKUMH XapaKTEPHCTHKaMH.

4. Tpe6oBaus 6e30MACHOCTH

4.1. I1pu BbinONHEHUH H3MepeHHH HeobxonuMo cobmoaaTs TpeGoBaHUA
TEXHHKH Oe30macHocTH npyu paboTe ¢ XMMHYECKUMH peaktBamu no I'OCT
12.1.007, Tpebosanns no anexrTpoGesonacHocTH npu paboTe ¢ IEKTPOyCTa-
Hoskamy 1o 'OCT 12.1.019, a Taxke Tpe6oBaHHA, H3N0XKEHHBIC B TEXAHYE-
CKOH JIOKyMEHTalHH Ha ra3oBsli Xxpomarorpad.

4.2, TloMelieHHE JODKHO COOTBETCTBOBATH TpeGOBaHUAM noXKapoOe3o-
iacHocty 110 'OCT 12.1.004 u nmets cpeacTtra noxaportyuenns no N'OCT
12.4.009. ConepxaHue BpeHBIX BELUECTB B BO3IyXe HA JOJDKHO IIPEBBILLIATD
HopM, yctaHoBnednsix I'H 2.2.5.1313—03 «ITpeaensHo-A0MyCTHMBIE KOH-
uenrpauun (IJIK) Bpenusix Bemects B Bo3ayxe paboueit 30Hs». Opranusa-
uns o0yuenns paGorHukos 6ezonacHocTH TpyAa no N'OCT 12.0.004.

5. TpeGoBanus k KBaIN(PHUKALHH ONlepaTOPOB

K BhinosmeHnio n3Mepenuii ZOMyCKaioT CHENHUATUCTOB, HMEIOLIMX KBa-
nubHKalnIo HC HIbke TabopaHTa-HCccnenoBaTels, C ONBITOM paGoTul Ha raso-
BOM xpomatorpade.
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K nposenennio npo6onoAroToBKM OMYCKAIOT Oreparopa ¢ Ksaaubu-
kauueii «1abopaHT», UMEIOLIEro OMNLIT PabOTLI B XMMHYECKOI J1aGopaTopHu.

6. Yci0BHS H3MepeHUi

IpH BBINOIHEHHH U3MEPeHHii COOMIIONAIOT ClIEYIOIIHE YCIOBHS:

® NIpoLecChl IPUTOTOBJIEHHA PAcTBOPOB M NOATOTOBKHM NMPO0 K aHAIH3Y
AIPOBOAAT NpH TemnepaType Bo3ayxa (20 = 5) °C u oTHOCHTENEHOH BlIAXHO-
c1u He 6onee 80 %.

 BLITIONHEHHE M3MEPEHHH Ha ra30BoM xpomarorpade MpoBOAAT B yc-
JIOBUAX, PEKOMEHIOBAHHBIX TEXHHYECKOH NOKYMEHTaUHEH K IpHOopy.

7. HogroToBKa K BhINOJHEHHIO H3IMEPeHHii

H3mepennsm npealecTBYIOT CAEAyIOUIAE ONEPALH: OYHCTKA OpPTraHH-
YCCKHMX paCTBOPHTEINCH, NPHIOTOBJIECHHE PACTBOPOB, TPagyHPOBOYHBIX pac-
TBOPOB M PacTBOPOB BHECCHMs, YCTAHOBJIEHHE I'DAJyHPOBOYHON XapakTepu-
CTHKM, NIOJ{rOTOBKA KOHLIEHTPHPYIOILHNX MATPOHOB S OYUCTKH IKCTPAKTOB,

7.1. Ouucmka opzanuueckux pacmeopumeneii

7.1.1. Ouucmra ayemona. PacTBOpPUTENL CywiaT HaA MOJICKYIAPHBIMA
cutamu 4 A 1 noaBepraT GPaKIHOHHOM NEPEroHKe Ha PeKTH(HKALMOHHOMH
KOJIOHHE, LIETKOM COOpaHHOH M3 CTEK/Ia C YUCIIOM TEOPETHHECKHX TapesioK
He MeHee 30. J{o nayana otOopa riaBHO# (pakLny APUEMHHK HECKONBKO pa3
[POMBIBAKOT AVCTHLIATOM. [TeperoHKy npofomkaioT 1o Tex Jiop, noka B co-
Cyae JUIA TIEPErOHKM He ocTanercs npubimsuresnsHo 100 cm® anerona. Tem-
nepatypy BOAsSHOH OaHM ClEAyCT CHWKATh MO MEpe yMEHbIIEeHWs obbeMa
alETOHa, BO BCEX Cy4asAX OHA HE JOKHA NMPEBLIIATE TEMIICPATYpy KHIICHHS
aneroHa (56 °C) 6onee yem Ha 20 °C.

7.1.2. Ouucmka 2excana. PacrBopHTeNns MOCHIEA0BATENLHO MPOMBIBAIOT
NOPUMAMH KOHICHTPAPOBAHHOM CEPHOMN KMCIOTHI, O TeX MOp, MOKa OHa HE
[EPECTAHET OKPALIMBATLCSA B XKEATHIA LBET, BONOH IO HEHTPAIBHOI peakuun
NPOMBIBHBIX BOJI, [IEPETOHAIOT HaJ MOTAIIOM.

7.1.3. Ouucmka smunayemama. ITWIaueraT NPOMBIBAIOT NOCIENOBA-
TeNbHO 5%-HbIM BOJHBIM PacTBOPOM KapOoHara HaTpHs, HAaCBIICHHBIM pac-
TBOPOM XJIODMCTOTO KIBLIHSA, CYyIIaT Haj Ge3BOMHLIM KapOOHATOM KM W
NEeperoHAIOT WX NOABEPraloT PeKTH(HHKALHOHHON NEPEroHKe Ha KOJIOHHE C
YUCJIOM TEOPETHUECKHX TapeNoK He MeHee 50.

7.2. [Ipuzomosnenue 6odnoz2o pacmeopa ammuaxa (pH 10)

B xummuueckuil crakaH BMecTHMOCTBIO 800 cM® nomermaror 500 e’
JEMOHHU30BaH110# BOABI, J0BOAAT pH no 10 BreceHueM 25 %-ro BOAHOrO pac-
TBOpA aMMuUaka (110 KarisM) MpH TLIATEILHOM NEPEeMEILUBAHHH.
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7.3. Ilpuzomoenenue 30 %-20 pacmeopa Kapbonama Kanus

B Mephyio koinly BMECTHMOCTBIO 100 c® nomemator 30 r kapGonara
KaJHA ¥ pACTBOPSIOT B 50—70 CM’ ICHOHA30BAHHO# BOJIEI, IOBOJAT JICHOHH-
30BaHHOH BOJOH 10 METKH, TIIATENIBHO NIEPEMELIHBAIOT.

7.4. Ilpuzomoenenue 1 %-z0 pacmeopa
neuma¢mop6eu3w16pomu0a 6 ayemone

B McpHy10 K06y BMECTHMOCTBIO 25 cM niomeiarot 0,25 r nenragrop-
Gen3nnGpomMmza, pacTeopsioT B 10—15 cM® alleToRa, IOBOJAT ALCTOHOM A0
METKH, THIATEJILHO [1EPEMELIHBAIOT.

7.5. Nodzomoexa konyernmpupyiowezo numpon Sep-Pack® Silica

Matpon Sep-Pack® Silica ycTaHaBIHBAIOT HA AJUIOHXK C NPAMBIM OTBO-
ZIOM JUL BaKyyMa, CBEpXY B MATPOH BCTABJULIOT LIMPHIL C Pa3beMOM JIrloepa
o6nemoM He MeHee 10 cM’, HCIT0Nb3yeMBIil B Ka4ecTBE EMKOCTH ISt JTIOCHTA. ¥

KoHUCHTpUPYIOIHI NaTPOH NPOMBIBAIOT MOC/ENOBATENBHO 5 €M™ THII-
anerara, 3areM 10 cM” rekcana. Ilpouesypy HpOBOAAT ¢ MCMONB30BAHHEM
BakyyMa, CKODOCTh MOTOKa pacTBOpHTE/IEil Yepe3 NaTpoH He JOJDKHA Tpe-
BBILATE 2 CM'/MMH, NIPH 3TOM HeNb3sl JIOMYCKATh BBHICEIXaHHS MOBEPXHOCTH
maTpoHa.

*Ipumeuanne: B oTcyTCTBHE CNEUMANLHOIO AINOHXKA, KUAKOCTH NPOAABIIH-
BalOT uepe3 nmaTrpoH ¢ MOMOUILIO MEAUUMHCKOrO (INpHLA, CKOPOCTH MpOAAaB/IMBAHHA
pacTBopa He A0JBKHA npeBhiuaTh 1—2 Kan./cek,

7.6, llpuzomoenenue pacmeopog 018 cpadyupoBKu U 6HECEHUR

7.6.1. [/chodubtu Pacmeop 2umMeKcaszona Onsa epadyupoeKu (KOHYeHmpa-
yus 100 mxz/ci®). B mepnyto konbGy BMECTHMOCTBIO 100 cM” momemarot
0,01 r ruMekca3ona, pacTBOPAIOT B S0—60 cM’ aleTOHa, JOBOAAT AUETOHOM
JI0 METKH, TIIATEJIbHO MEPEMELLIMBAIOT,

PactBop XpaHAT B XOJIOAMIBHUKE TIpH Temiiepatype 4—=6 °C B TeueHue
Mecsua.

7.6.2. Hcxoonwiii pacmeop nenmagpmopbenzunsrozo npou3eodnoeo 2u-
MEKCA30/1a 05l 2PA0YUPOSKU (Kouueumpaquﬂ eumexcazona 5 Mxe/cm ). B xpyr-
JIOJIOHHYI0 KONBY BMECTHMOCTBIO SO cM® omemaiot 9,5 cm’ aleTOHa, 0,2 cum

1%-ro aueroHoBoro pactopa nentagTopGensunaGpomuaa, 0,03 cM® 30 %-ro
BOJIHOTO pacTeopa kapboHaTa kanua ¥ 3 r 6e3BoaHOrO cym,q)aTa HaTpuA, BHO-
car 0,5 cM’ HCXOTHOTO PacTBOpa IMMEKCa30Na ¢ KouueTparueit 100 Mxr/cM®
(m. 7.6.1). Ilpucoenuusiior 06paTHBIi XOMOOWILHHK H BLIICPKUBAIOT KOOy Ha
BO/IsiHO# Oane npu remnieparype 7075 °C B Teycaue 40 MUH.

PacrBop (HamocatouHyl0 XHAKOCTL) KOJIHYECTBCHHO IICPEHOCAT B Ipa-
LyMpOBaHHYI0 MPOGHPKY Ha 10 cM’, JOBOAST AUETOHOM O METKH, OCTAB-

10
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nmiics 0calok MPOMEIBAIOT HEGOJBIIMM KOMHYECTBOM AaLETOHa, KOTOPLIi
00GBEeMHAIOT ¢ HAROCAAOYHOH KHIKOCTEIO B MPOoGHpKe.

PacTBop XpaHHTCA B MOPO3MILHOH KaMepe INpU TEMIIEPAaType HIDKE —

15 °C e 6onee 15 queit.

PactBops NeNe 1—4 roToBAT 06BEMHBIM METOROM IYTEM IIOCIEAOBA-
TEIBLHOro pa3faBACHHA HCXOQHOTO pacTBopa neHradTOpOEH3UIEHOTO NPON3-
BOJHOTO.

7.6.3. Pabouue pacmeopvl NeNe |—4 nenmaghmopbenzunvrozo npous-
8001020 cumexcasona 0ns  2padyuposku  (KOHYeHmpayus umexcasona
0,025—0,25 mxe/cm’). B 4 MEpHEIE xon6ul BMecTHMOcThIO 100 M nomenna-
1ot mo 0.5; 1,0; 2,0 u 5,0 cM® McxoaHOro pacTeoOpa neHTaq;Top6eH3unbuoro
NPOM3BOAHOTO TMMEKCA301a ¢ KOHIEHTpauuei rumekcasona 5,0 Mkr/cm’
(n. 7.6.2), noBOAAT O METKH ALETOHOM, TLIATENbHO MEPEMELIHBAIOT, MOJY-
yaoT paboune pacTBopE! NeNe 1—4 ¢ kounenTpanmeil ramekcasona 0,025;
0,05; 0,1 1 0,25 MKI/cM® COOTBETCTBEHHO.

PacTBOpEI XpaHATCS B MOPO3HWIILHOM KaMepe MPH TEMIEPATYPe HHXKE -
15 °C ue Gonee 7 auel.

7.6.4. Hcxoouwili pacmeop 2umekcaona Ons 8HeCeHUA (KOHyeHmpayus
5 mro/cm’). B mepHyo konGy smectmocthio 100 cm® nometualor 5,0 cm
HCXOJHOro pacTBOpa rMMexcasosia ¢ KoxueHTpauuei 100 MKr/cM® (11. 7.6. 1),
JOBOJAT JI0 METKH AIlETOHOM, TILATENLHO NEPEMELITHBAIOT.

PacTBop XxpaHUTCH B X0JI04MAbHIKE NpH TemmnepaType 4—6 °C He Gonee
MecsLa.

DTOT pacTBOP MCNONB3YIOT /UIA IPUrOTOBIEHHUs NMPO6 ¢ BHECEHHEM NPH
OIIEHKE MOJIHOTHI H3BJICUEHHUS ACHCTBYIOILETO BELIECTBA METOJIOM «BHECEHO-
HaiJleHO», a TaKKe KOHTPOJIE KAa4eCTBAa pe3yJbTaTOB M3MEPEHHH METOIO0M
Nno6aBok.

7.7. Yemanoenenue 2padyupo6ounsix xapaKxmepucmux

I'panynpoBOUHYIO XapaKTEpHCTHKY, BhIpaskalourylo auHednyio (¢ yrio-
BbIM KO3 PHLNEHTOM) 3aBUCHMOCTD nnoma.uu nuka (MB-cex) oT KOHLEHTpa-
IIMM TMMEKCa30/1a B PacTBope (MKI/CM®), yCTaHaBIMBAIOT METOOM abGCoNioT-
HOif xamnGpoBkH MO 4 PacTBOPaM I rPaAyHUPOBKH.

B pesynbraTe AepuBaTH3aLMH rHMeKca3ona obpa3syercd aBa GeH3HIb-
HBIX MPOU3BOAHBIX BEILECTBA (Ipou3BoaHoe 1 u npoussoaxoe 2). [nowans
OCHOBHOTO NHKa (MpOH3BOAHOE 1) COOTBETCTBYET Konnqecmeﬂnomy cojiep-
MAHMIO ICHCTBYIOLIETO BEIECTBA - THMEKCA30J1a B n;)o

B ucnapurens xpomarorpada BBOAAT MO 1| MM~ Ka)(IOro IpajyMpoBoU-
HOTO PacTBOpa ¥ aHAIN3HPYIOT B YCJIOBUAX XpoMaTorpadupoBaHus no 1. 9.5.
OcyuiecTBiasior He MeHee 3 MapajuleNbHBIX M3MEPEHH. Y CTaHaBIMBAIOT
TOWAAB IHKA OCHOBHOI'O [IPOM3BOLHOI'0 I'MMEKCa30J1a.
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I'panyupoBouHEIA rpadHK MPOBEPAIOT MEpen NPOBEACHHEM H3MCPEHHIH,
aHAM3UPYA ONMH M3 IPaXyMpPOBOYHBIX PacTBOpOB. Ecim 3HaueHus mioula-
nei otmatotes 6onee, ueM Ha 10 % OT DaHHEIX, 3Q0XKEHHBIX B TPafyHpo-
BOYHYIO XapPaKTCPUCTHKY, €€ CTPOST 3aHOBO, HCIONL3YH CBEXKENPHIOTOBIIEH-
HbIe paGoyHe pacTBOPHI I IPAAyHPOBKH.

8. O16op ¥ xpaHenne npod

O16op npoG noYBkI NPOBOAAT B COOTBETCTBHU ¢ TpeGoBanuamu I'OCT
1743.01—83 «Ilousa, oGmue TpeboBaHus k oTdopy npob» u YHHGUUHMPO-
BaHHLIMM NpaBHiaMu oT6opa npob CenbCKOXO3IHCTBEHHON NMPOIYKIHH, NH-
HIEBBIX MPOAYKTOB M OOBCKTOB OKPYXKAIOLIEH cpesibl IS ONpENeICHNS MHUK-
pokomuyects nectHunnos (Ne 2051—79 or 21.08.79 ).

Oto6pansbie HPOGHI MOYBBI XPAHAT B CTEKAAHHOM HJIN NOJIHITHICHOBOH
Tape B X0JOAWIbHAKE He Gonee Hemenw. /na anurensHoro xpaneHns obpas-
Il 3aMOPAXXHBAIOT U XPaHAT NpH Temneparype — 18 °C.

Ilepen anann3oM obpasubl MOYBBI MPOCEHBAIOT YEPE3 CHTO C OTBEP-
CTHAMH ITHaMeTpoM 1 MM,

9. BoinojiHeHHe onpene/enus

9.1. Ixcmpakyua. Obpazen nouskl Maccoi S0 r noMewaior B JI0CKO-
JIOHHYIO K0n6y c npnuuxmposaﬂnou npobxoit BMccTHMOCTEI0 250 cM’, BHO-
car 150 cm® cmecu aneTon-Bonuki pacTBop ammuaka (pH 10) B OSLCMHOM
cootHowennn 1 : 9. Tomewaror Ha BeTpaxusarens Ha 15 mun. Konrponu-
pytot pH cMecu no HHAMKaTOpHO# Gymare, npu Heobxomumocrtu aosoas pH
o 10 ¢ nomompio 25 %-ro pactsopa aMmuaka. Hajocanodsyio sKHIKOCTb
OCTOPOXKHO JEKAHTHPYIOT, QUILTPYIOT HA BOPOHKE BroxHepa noa BakyyMom
yepe3 BOMHON GYMAaKHEI QUIBTP CKpacHas JEHTa» . Onepaumo 9KCTpaK-
LMH TIOBTOPSIOT ABAX/bl MOPLUMAMH CMCCH aLICTOH:BOJIHBIH PacTBOp aMMHaKa
no 50 cM’, BhIIEp)KMBAsA Ha BCTpAXUBaTee Mo 15 MuH.

Oﬁneuunenubm 3KCTPAKT NEPEHOCAT B MEPHBIH LHJIHHAP BMECTHMO-
cTbi0 250 cM® ¢ npuuLH(oBaHEOH TPOOKOH, NEPEMEINNBAIOT, H3MEPAIOT
obnem pactBopa, 1/2 ero wactb (3x3naanem‘ny10 25 r obpa3sua) mepeHoCAT B
JIEUTEILHY0 BOPOHKY BMECTHMOCTBIO 250 cM’, Jlanee MpOBOAAT OUMCTKY
JKCTpaKra no m. 9.2,

*Ipumeuanne: onepaumio GUILTPOBAHMA MOKET 3aMEHUTH LEHTPU(YTHPOBAKHE.

9.2, Ouucmka IKcmpaxma nepepacnpeoenenuem 6 cucmeme
HECMeu uGAIOULUXCR pacmeopumencii
K skcrpakry, nonyyesHoMy mo m. 9.1, 1 HaxoasEeMycs B ACIUTENbHOH
BOpPOHKe, 110 KaiusM aoOaensioT konnentpupoanuyio HCl, nosoua pH no
2—3 (KOHTPOJIL N0 MHAMKATOpHOI Gymare). PacTBop HachILAOT XJIOPHAOM
HATPyA, BHOCS €ro NOpUHAMH 110 1—2 T 10 TEX 1Oop, noka ouepeHas mopLUus

12
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NiepecTaler pacTBOpATECS (B coBokynHocT 20—22 1 Ha npoOy). JloGasnsior
75 cM’ STHJIALETATA M MHTCHCUBHO BCTPAXMBAIOT BOPOHKY B TEUEHHE 2 MMH.
ITocne nmomioro pasjieNeHua BEPXHIO OpraHIUECKyIo ¢a3y oTAeasIoT, QUibT-
PyR B KpYTJIONOHHYI0 KOJI6y BMecTHMOCTBIO 250 cM®, uepes ciioit Ge3BoaHoro
cynbdata HATPUS, MOMEILEHHOrO Ha OyMaKHOM (QWIBTPE «KPACHaA JICHTa» B
KOHYCHOH BOpoHKe. BojHylo ¢a3sy BO3BpamialoT B AEIHMTEIBHYIO BOPOHKY.
Onepanyio SKCTPaKUHH TOBTOPAIOT ABAX/IbI, HCNIONB3ysA no SO cM” 3TTauera-
Ta. O6BEaMHEHHYI0 OpraHuyeckylo ¢asy, npomyuieHHyI0 depe3 Ge3BogHBbIi
Na;SO4, KORLEHTPHPYIOT Ha POTOPHOM HCNApHTENE NPH TEMIIEPATYpe HE BhI-
e 35 °C no obvema 0,5—1 cM”, He NOMycKas MOJHOTO MCTIAPEHNS, HTO BEAET
K rotepe BeuiecTsa. [I[poBOAAT AONOIHHUTENBLHYIO OYHCTKY o 1. 9.3.

9.3. Ouucmexa sxcmpaxma na nampone Sep-Pack® Silica

K ocratky, monydenroMy 1o m. 9.2, g06aBnsior B 3,5—4 cM’ rexcara,
noMmeinaioT koaly Ha ynasTpa3BykoByio GaHio Ha 25—30 cex. Pacteop nepe-
HOCAT Ha NaTpoH s TBepaodazHoi saxcrpakuuu Sep-Pack® Silica (npensa-
PHUTEJIBHO MOATOTOBJIEHHBIA MO T. 7.5), mpomnyckas €ro o CKopocThio 1—
2 Karn./cex. ¢ MOMOIIBIO Pa3PEeXEHHUs, CO3ABAEMOTO BOAOCTPYHHBIM HACOCOM
MM METHUMRCKOro mmpHuua. OCYIECTBIAIOT NPOMBIBaHHUE naTpoHa 10 cm’
rekcana, 5 cM® cMecH rekcas-aueToH (9 : 1 o o0BsemMy), S cM® cMecH rekcaH-
aneroH (8 : 2 no o6semy), am0aThl OTOPACEIBAIOT.

[uMexcason moupylor ¢ matposa 10 cM’ anerona B TpyIEBHAHYIO
konGy BMECTHMOCTEIO 50 cM’, JNapHBAIOT HA POTAUMOHHOM BaKyyMHOM WC-
naputene npumepno ao 0,5 cM” (He Jomyckas yrmapuBaHHA 10CyXa) NPH TEM-
neparype 35 °C. Jlanee noasepraloT AepuBaTH3aLtMH 1o 0. 9.4.

9.4. [lepusamusayun

K ocratky, momyuyenHomy no m. 9.3, noGasmsior 9,5 cm® auerona,
0,2 cM® 1%-ro aueroHoBoro pactsopa nenradropbensunGpomuna, 0,03 cm’
30 %-ro Boamoro pactsopa kapGonata kands H 3 r Ge3sogHoro cynbdara
natpua. bensunnposaHue NpOBOAAT B KPYIJIOAOHHOW Koube ¢ obpaTHbIM
XOJIOAMNEHHKOM HpH Temnepatype Bomsanoii 6ann 70—75 °C B Teyenue
40 mMuH (aHanoru4Ho 1. 7.6.2).

PacTBOp nepeHocaT B rpagyHpoBaHHy0 npobupky Ha 10 cM®, JOBOIAT
aIlETOHOM METKH U NEPCMCLIMBAIOT.

9.5 Ycnosus xpomamozpaguposanun

Xpomatorpad rasoswiii «Kpucrana-2 000M» ¢ 371eKTpOHO3aXBaTHEIM
JETEKTOPOM.

Kononka kanwnspras HP-35, mnunoii 30 M, BHYTpEHHAM OMaMETPOM
0,32 MM, TonmuHa renkn copbenra 0,5 MM,

Temneparypa nerekropa: 320 °C.

Temneparypa ucnapurens: 250 °C.
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TemnepaTypa TepMOCTaTa KOJNOHKH NporpaMMHpoBanHas. HawanpHas
temneparypa — 100 °C, sblaepka | MHH, HarpeB KOJOHKH CO CKOPOCTBIO
10 °C/mun no temnepatypsl 200 °C, BeiiepkKa 1 MHH, HarpeB KOJIOHKH CO
ckopocTbio 20 °C/MuH no temneparypst 26 °C.

CkopocTthb rasza 1 (asor): 29,592 cm/cek, nasnenne 59,28 xIla, mortok
1,5 cM>/Mun.

I'a3 2 (a30t1): neneHue noroka 1—S5; c6p0c 7,5 cM/mun.

Xpomatorpadupyembiii oGsem 1 MM’

ITpoby BBOAAT B MHXKEKTOP XpomaTorpada He MEHee IBYX pas.

OpHEHTHPOBOYHOE BPEMS YICPKHUBAHUA NIPOH3BOAHBIX THMEKCA30J1a.

IIpoussoaHoe 1(ocHoBHOE): 9,86—9,90 MuH.

Tpoussoanoe 2: 12,25—12,27 muH.

YcTaHaBJIMBAIOT TUIOMA/E THKA OCHOBHOT'O IPOM3BOJIHOTO, ¢ MOMOLIBIO
TPagyMpOBOYHOr0 rpaduka ONpEACNnAOT KOHUEHTPAIMIO FHMEKCa3ona B
xXpomatorpagupyeMoM pacTBoOpe.

O6pasupl, faomue NUKH, GomblIMe, YeM rpaJlyHpOBOYHbIE PACTBOPSI
ruMeKcasosna ¢ KoHneHrpanueit 0,25 MKI‘/CM“, pa36asnsaioT alETOHOM.

10. O6pabGoTka pe3ynbTaTOB aHAJIM3A

CozepxaHue rumekcasona B npobe (X, Mr/kr) pacCYUTHIBAIOT 1O (op-
MyJe:

X = i_V_K , riae
m

X — cozepxaHue THMeKca3oa B 1pobe, Mr/kr;

A - KOHLEHTpaluMsa THMeEKcas3oja, HaiijeHHat M0 IPaxydpOBOYHOMY
rpadMKy B COOTBETCTBHM C BENMYHHOMN momanu (BBICOTH) XpoMartorpadu-
YECKOro MUKa OCHOBHOTO NIPOM3BOAHOTO, MKI/CM”;

V — 06beM oKkeTpaKrTa, MOArOTOBICHHOTO ISt xpomaTorpa(]mponaﬂm, oM’

m — Macca aHaIH3upyeMoro o0pasua, I.

K =2, c yueToM oObeMa IKCTPAKTA, B3ATOI'O I AHAIH3A.

11. IlpoBepxa npHemJIeMOCTH Pe3yJibTATOB
napanieabHbiX oOnpeaeIennii
3a pe3ynbTaT aHANH3a NPHHUMAIOT CpeHee apupMeTHIECKoe pe3ybTa-
TOB /IByX NAapalICAbHbIX ONpEENCHHH, PaCXOKACHHE MEXAY KOTOPbIMH He
NPEBBILACT NpeAe/a NOBTOPAEMOCTH:
2><[Xl —X2|x100
(X, +X;)
X), X; — pe3ynsTaThl napaenbHbIX ONpeAeieHuit, MI/KT;
F — 311a4€HME Npe/iesia noBTopseMoctH (Tabn. 1), npu aTom r = 2,8c,.

<r,roe

14
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ITpn HCBBINOIHEHAH YCIOBHA BBIACHAIOT IMPHYHHBI NMPEBBUUEHHS TPC-
JIENa MTOBTOPAEMOCTH, YCTPAHAIOT HX ¥ BHOBb BBITOJTHAIOT AHATHN3.

12. Ogopmaenne pe3yabTaToB
PesynwraT ananusa upeACTaBisioT B BUAE:
X +A wmr/r npu BepostHocTn P = 0,95, rie

X - cpennee apupmeTHYECKOE PE3YNLTATOB ONPEACNEHHM, MPH3HAH-
HBIX IPUCMIIEMBIMH, MI/KT;

A - rpannua abCoMOTHOM MOrPELTHOCTH, MI/KT;

_OxX
100

0 - TPaHULA OTHOCHTEIILHOM 1OI'PEIHOCTH METOAUKH (NOKa3aTeb TO-
HOCTH B COOTBSTCTBHH C ANAIIA30HOM KOHLICHTpaLMii, Tabun. 1), %.

Eciy comepxanme KOMNOHEHTA MCHCC HWXHEH rpaHMubl JHana3oHa
onpeaesieMbiX KOHUCHTPaLUi, pe3y/IbTaT aajii3a NpeACTaB/IAoT B BUIE:

«cooepoicanue sewjecmeaa 6 npobe noyewvt mernee 0,01 ma/xer*

* - 0,01 mefkz — npeden obnapyxHcenus ¢ novee.

» e

13. KoHTposib KauecTBa pPe3y/bTaTOB H3MEPEHHii

OrncpaTHBHBIA KOHTPOJH NOTPEIHOCTH U BOCHPOM3BOAMMOCTH H3MeEpe-
Huit ocymecteisiercs B coorserctBud ¢ I'OCT P UCO 5725-1-6—2002
«To4HocTs (TPaBWIIBHOCTb M NPCUMH3HOHHOCTb) METOJIOB M PE3yJNbLTaTOR
HU3MEPEHHID.

13.1. CrabunbHOCTh pe3y/IbTaTOB H3MEPEHHH KOHTPONHMPYIOT MEpen
HPOBe/IEHHEM H3MEPEHNI, aHAIM3UPYS OJIMH M3 rPaTyMPOBOYHBIX PaCTBOPOB.

13.2. TInanoBblii BHYTpU1a6OpaTOpHbIA ONEPATHBHBIA KOHTPOJIb MpPO-
LICAYPbI BbILIOJIHEHUS aHATH3a NPOBOJIMTCA METOAOM 100aBOK.

Benuunna no6asku C, 40/DKHA YIOBJIETBOPATD YCIOBHIO:

ChzA v +4

X ”,-F,me

A, 7 (iA”,X,.) — XapakTepucTHKa liorpemtHoct (abcosoTHas mno-

I'PEINHOCTE) PE3YNLTATOB AHAIH3A, COOTBETCTBYIONIAs COACPIKAHHIO KOMIO-
HCHTA B HCIBITYEMOM 00pasile (PacHeTHOMY 3HAYCHUIO COUEPAHHA KOMIIO-
HEHTa B 06paslie ¢ A06aBKOii COOTBCTCTBEHHO) MI/KT, IIPH ITOM:
A, =10,84A , rne
A — rpannna aGcomoTHON MOrpPeuwHOCTH, MI/KT;

_5xX rne
100 °

15
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6§ — TPaHHIA OTHOCHTENBHOH HOrPCUIHOCTH METOAMKH (MoKasarelib
TOYHOCTH B COOTBETCTBHHM C XHAIIR30HOM KOHIEHTpalmii, Tab. 1), %.
Pe3synbrat koHTpOAS npoueayps! K, pacCHHTHIBAIOT IO POpPMYIIE:

Ki=X'-X-C,,rne

X', X, C, — cpennee apudmeTnueckoe pesysETATOB NapajLIeTbHBIX
onpeacneHni (IIPU3HAHHBIX MpPHEMJEMEIMH 110 I. 11) comepikaHUA KOMIIO-
HenTa B obpasile ¢ no6aBkoif, ucneiryeMom obpasue, KOHUEHTpauus n06as-
KM, COOTBETCTBEHHO, MI/KT.

HopmatuB KoHTpos K paccynTHIBAIOT 110 opMyre:

2 2
K =\,An,,7'+A;r,/\_' .

IpoBopsAT conmocraBieHHe pesynbrata KoHTpons mpoueaypsl (K,) ¢
HopMatuBoM koHTpous (K).
ECny pesynnTaT KOHTPOAs NPOLEAYPH YAOBACTBOPALCT YCAOBHIO

|Ki|< K 03]

MpOUEAYPY aHAIM3A NPU3HAIOT YAOBJIETBOPHTENLHOM,

[lpn HeBbINOJIHEHNMH YCNOBHA (2) mpouemaypy KOHTPOIISL MOBTOPSIOT.
[1p¥ NOBTOPHOM HEBBITIONHENHH YCIOBHSA (2) BBISCHAIOT [IPHUMHDI, NPHBO-
JSIIHE K HCYJNOBJIETBOPHTENLHEIM PE3YNBTaTaM, X [IPHHAMAIOT MEpPBl K MX
YCTPaHEHHIO.

13.3. IlpoBepka npueMneMOCTH pe3ynbTATOB W3MEPEHHH, 110/1y4EHHBIX
B YCIOBHSX BOCIPOM3BOAUMOCTH:

PacxoxzieHne Mexy pe3yJbTaTaMH H3MEPEHHH, BBIIONHEHHBIX B ABYX
pasHLIX 1a00paToOpHsAX, HE JOJDKHO MPEBBILATL NPEAecia BOCIPOH3BOAMMO-
cru (R)

2x|X, -X2|x100
(X, +X,)
Xj, X3 — pe3yibTaTel H3MEPCHHH B IBYX pasHbIX 1aGOPATOPHAX, MIVKT;

R - Hpenes1 BOCIIPOU3BOAUMOCTH (B COOTBCTCTBHU ¢ AHANa3onoM KOH-
LeHTpaLH#d, Tabit. 1), %.

<R,rae 3)

14. PaspaGorunksn

KOanna T. B., ®enoposa H. E., Jlapexuna M. B., T'opsuesa JI. B. (Pe-
AepayIbHBIA HayYHBIH UEHTD ruruedsl uM. O. @. Dpucmana).
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