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HacTosmmii 1oKyMEeHT pacrnpocTpaHseTcs Ha METOAUKY KOJIMYECTBEHHOTO XUMUYECKOTO
aHanmu3a Kode 1 Jas Ha coJiepKaHue KOPerHa METOI0M KHJIKOCTHOM Xpomarorpaguu co Crek-
TPO(OTOMETPHUECKUM IETEKTUPOBAHUEM.

1. HopMBI TOYHOCTH H3MepeHHil.
MunuManbHo onpezensiemoe koiauuecTBo Kodenna 0.1% npu HaBecke Ir. OTHOCHTENIBHAS
HOTPEIIHOCTh onpeaeneHus kodenna B auanazone 0.1-10% cocrasnser+10%.

2. CymHoCTh MeTo/A.

[TpoObI 3KCTparupyroT Bo10H, GMIBTPYIOT. Pazaenene KOMIOHEHTOB IPOObI TPOBOAAT Ha
xpomarorpaduyeckoit KosoHke ¢ ¢a3zoii C-18, ¢ mociaeayonmM onpeieIeHneM Ha CIIeKTPOoOTo-
METPUUYECKOM JIETEKTOPE Ha JJIUHE BOJIHBI 274 HM.

3. Annapartypa, MaTepuajbl U PpeaKTHBBI.

3.1. CpencrBa usMepeHu»

3.1.1. Xpomarorpad xunkoctHblii nounslii "Lper-3006M" TY 5E1.550.186 co cniekrpo-
¢doromerpuueckum aerekropom "CIID-1" TY 5E2.850.002.

3.1.2. Becol anasmmtnueckue BJIA-200r-M, I'OCT 24104-89.

3.1.3. Kon6sr Meprbie Ha 25, 100 cm’, TOCT 1770-74.

3.1.4. [lunerku MmepHble BMecTUMOCTHIO 1,2, 5, 10 CM3, I'OCT 20292-74.

3.1.5. KoiGbl KOHMYECKHE BMECTUMOCTBIO 100 cm’ , TOCT 10394-72.

3.1.6. Ctakanbl BMeECTUMOCTEIO 150 CM3, I'OCT 25336.

3.1.7. LlaHHAPH MepHbIe BMeCTHMOCTHIO 50, 250 ev’, TOCT 170.

3.2. BciomoratenbHbIE YCTpOICTBaA.

3.2.1. DnexTpokodemoka.

3.2.2. Hacoc BakyymHbIi THIIa BM-461 M.

3.2.3. bans BoasgHas nabopaTopHasi.

3.2.4. DnexTpomauTKa ObITOBAS.

3.2.5. Boponku crexisanasie, [OCT 8613-75.

3.2.6. ©unbpTphl 6e3305bHBIE OyMaXkHbIE "Oenas" win "kpacHas" neHTa, AuameTpom 90-
125MmMm.

3.3. PeakTuBBI M MaTepuabl.

3.3.1. Aueronutpui, xX4.

3.3.2. Boga auctmnupoBannas ['OCT 6709-72.

3.3.3. CnupT 3TUIOBBIM, XY.

3.3.4. Kodewnn, x4.

3.3.5. Kononka xpomarorpadudeckas 100*6mm 3anonnenHas copoenrom Cumnacop6 C-
18, SmkwMm.

ITpumeuanue! [lonyckaeTcsi IpUMEHATH CPEACTBA U3MEPEHUIN U BCIIOMOTaTENIbHbBIE YCTPO-
CTBa, OTIMYAIOIINECS .0T YKa3aHHBIX B IEPEYHE, HO HE YCTYHAIOIIUX UM 10 METPOJIOTHUECKUM Xa-
PaKTEepUCTHUKAM, BIHUSIOUIMM Ha pE3yJabTaThl U IMOTPEIIHOCTh U3MEPEHHIA.

4. TpeOoBaHus1 0€30MACHOCTH.

[Tpu BBIIOTHEHUU METOJUKN HEOOXOIUMO COOII0IaTh MpaBUjIa TEXHUKH O€30MaCHOCTH,
U3JI0KEHHbIE B MHCTPYKIMM MO 3KCIUTyaTanuu Ha xpomarorpad "Liser-3006M" SE1.550.186.
TO, a Takxe npasuia 6e30macHoi paboThl ¢ BakyyM-Hacocamu U "OCHOBHBIE TIpaBUIIa pabOTHI B
XUMHYECKHX J1aboparopusix".

5. TpeGoBaHusi K KBaJu(puKaAnMu oneparopa.
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K Beimmonnenuto MKXA MoryT ObITh JOMYIIEHBI JHMIIa, UMEIOIINE BBICIIEE WIIH CpEeIHE-
TEXHUYECKOE 00pa30BaHUE M OMBIT pabOTHI B XUMHUECKON J1a00paTOpUH C KHUIKOCTHBIMH XpOMa-
torpadamu. OnepaTop JOIKEH ObITh 3HAKOM C YCTPOWCTBOM Xpomarorpada, omepanusMu IMpo-
BOJIMMBIMU TP BBIIIOJTHEHUN U3MEPEHUI 1 00paboTKe pe3ysnbTaToB.
6. YcioBus u3mepeHui.
6.1. IIpu BBIMOTHEHUHU aHATN3a MPOO JOJKHBI OBITH COOIIO/ICHBI CIICAYIOIINE YCIOBHS:

TEMIIEPATypa OKPYKAIOLIETO BO3AyXa 20+5°C
OTHOCHUTEJIbHASI BIAXKHOCTh BO3/1yXa 30 - 80%
aTMoc(epHOe TaBICHHUE 84.0-106.7 xIla
HaIIpsDKEHUE [IEPEMEHHOT0 TOKA 220+22B
4acTOTa [IEPEMEHHOT0 TOKA 50+1 T'g

CoJiepKaHNe arpecCUBHBIX BEUIECTB B BO3/AyXE MOMELICHHS HE JIOJKHO MPEBBIIIATh CaHH-
TapHBIX HOPM. MexaHW4YecKHre BO3ACHCTBUS, BHEIIIHUE HJICKTPUYECKHE U MarHUTHBIE MOJIS,
BIIMSIONIME HA PAOOTOCIIOCOOHOCTD, JOJKHBI OBITh HCKITIOUYEHBI.

6.2. YcnoBus XpoMarorpaduyeckoro aHaiamsa.

Xpomarorpapuueckoe pa3ieieHue KOMIOHEHTOB MPOOBbI MPOBOJUTCS HA aHATUTHUECKON
KOJIOHKE U3 HeprKaBerollen crtanu, AnHoi 100 MM 1 BHYTpEHHUM AMAMETPOM 6 MM, 3aII0JIHEHHON
copbentoMm C-18 dpakun 5 Mm.

D¢ dexTrBHOCTD KONOHKH 1O MHKY KodenHa He MeHee 1000 TeopeTHyecKux Tapeaok Ha

METp.

OmioeHT - 10-20 % (V/V) anleToHUTpHIIA B BOJIE.

Temmneparypa KOJIOHKH - KOMHaTHasl. Bpewms Beinonnenus ananusa 12 muH. ;- Opu-
€HTHPOBOYHOE BpeMsl yepKUBaHUS KOpEHHa - § MUH. O6bem 1o3upyeMoii poOsI - 20 MKII.

Pacxox amoenTa- 3.0cM’/MHH.

JnuHa BoJIHBI cieKTpodoToMeTpa- 274 HM.;

[IIkana 9yBCTBUTENBHOCTH cHIEKTpodoTomeTpa -"16".

7. I1oaroroBka K BBINOJHEHUIO aHAIU3A.

7.1. IlpuroroBiieHne pacTBOPOB.

7.1.1. [IpurotroBneHue MIOEHTA.

DIIOEHT TOTOBIT 00BeMHBIM criocoOoM. B konly Ha 200 M1 momerniarot 20 M1 aleTOHUT-
pHJIa ¥ JOBOJAT 0 METKU OMIUCTUINIMPOBAHHON BOAOH. DmioeHT (uibTpyloT uepe3 0.45 MkM
GWIBTp U, 3aTEM JAETa3upyroT ¢ MOMOUIBIO BaKyyM Hacoca.

7.1.2. TlpuroToBieHHe UCXOIHOTO pacTBOpa KodenHa.

Hagecky 100.0 mr koderHa noMemaoT B MEpHYIO K010y BMecTUMOCThio 100 oM’ pacTBo-
PSIOT B ATWJIOBOM CIIUPTE U JOBOAAT 10 METKH. [loydeHHBIi pacTBOp XpaHAT B TEMHOM MECTE IIPU
KOMHATHOUW TeMIreparype.

7.1.3. IlpuroroBieHue rpafyupoOBOYHbIX PACTBOPOB.

YkazaHHbIe B Ta0IHIIE KOTUYECTBA UCXOAHOTO pacTBOPa KOEHHA MOMEIIAIOT B MEpHBIE
KOJIOBI Ha 50 MJI ¥ TOBOJST IO METKH 3IIOCHTOM. lIpUTrOTOBICHHBIE PACTBOPHI XPAHIT B TEMHOM
MecTe. PacTBOpbI ycTOHYMBEI B TeueHHE | Mecala.

Tab6mumna
Ne rpamynpoBodHOTO KomnyecTBO HCX0IHOTO Conepxanue kodernHa
pacTtBopa pacTtBopa, M B IPayipPOBOYHOM PaCTBOpE,
MI/II
1 2,5 5,0
2 5,0 10,0
3 7,5 15,0




7.2. [loarotoBka MpoOkI K aHATN3Y.

W3 u3MeNnbyeHHOro cpeiHero oopasia oTouparoT HaBecKy Maccoii 1.0 T, moMeraoT B cra-
KaH, 3ammBaroT 100 cM® Kumsiei JUACTUIUIMPOBAHHON BOAOM M KUIATAT S MUH. [lonmyyeHHyto cyc-
HeH3H0 oxXIaxaaoT 10 50-60° C, GuibTpyroT, TBEpIbIA 0CaIoK OTOPACHIBAIOT, a (HIBTPAT I10-
MeIaioT B ko0y Ha 100 M1 1 TOBOAST 10 METKH JUCTUIUIMPOBAHHON BOJOU. 2.5 oM’ ¢unbTpara
MIOMEIIAIOT B KOJIOY Ha 25 CM’ ¥ JOBOJST 10 METKH IIOCHTOM. ITony4eHHsblii pacTBOp HCIOIb-
3YIOT JUI BBO/Ia B XpoMaTorpad.

7.3. [loaroroBKa U3MEPUTENBHON annapaTypsl.

VYCcTaHOBKY U BKJIIOUEHHE XpoMaTorpada co cneKTpopoTOMETpUIECKUM AETEKTOPOM OCY-
IIECTBIIIOT B COOTBETCTBUH C MHCTPYKIUSAMH IO 3KCIUTyaTanuu xpomarorpada "Liser-3006M"
u crekrpoporomerpa "CIID-1". Pexxum paboTsl XxpomaTorpada yCTaHABIMBAETCSl COTJIACHO
n.0.2. Perucrpanus BBIXOJHOTO CHTHAJIa OCYIIECTBIIIETCS € momolbio camomnucia, CAA-05-03
WM IPOTrPaMMHO-aNIMapaTHbIX KOMIUIEKCOB coBMecTUMBIX ¢ | BM PC.

8. BoinoJsiHeHHe M3HepeHHil.

8.1. Onpenenenue rpayupoBOYHBIX KOA(PPUIIMEHTOB.

B xpomatorpa¢ mocnenoBaTeIbHO BBOJAT IpajyupoBouHble pacTBopbl Nel,2.3. Hc-
MOJIB3Yys MOJYYEHHBIE 3HAYEHUS BBICOT WIIM TUIOIIAACH TMKOB CTPOST KATMOPOBOUHBIH Ipaduk.
MeTo10M HauMEHBIIUX KBAJIPATOB ONPEACIAIOT Ipa yupoBouHbIe K03 dunmeHTs! A u B u3 ypas-
HEHUS:

Yrpan=A*Crpan + B,

rae Yrpaj -BRIXOJHOW CHUTHANT XpomaTorpada BhICOTa WM TUIOMIAMIM,
C rpan -koHIeHTpanus KoerHa B TpaIyunpOBOYHOM PacTBOPE.
8.2. IlpoBeneHue ananusa.
BBoasaT B xpomatorpad mpoOy. [locne okoHYaHus aHAaTM3a 3HAYCHHUE BHIXOTHOTO
CUTHAJIA HCTIONB3YIOT JUIsl ONIPEIeTICHHsI KOHIIGHTPAINH 110 hopMyIe:

Y npobsi - B
Cupoosi (%) =

10*A

8.3. IIpoTokoin aHanuza.

B npoTokosie aHanu3a yka3bIBaIOT MCIIOJIB30BAaHHBIA METO[ M MOJyYSHHBIE PE3YNIbTaThI,
BCE JICMCTBUS, HE IPEIyCMOTPEHHBIC JAHHOW METOJMKON, WMIIM pacCMaTpUBAEMbIE KaK JOTOIHU-
TEJIbHBIC, a TaKXe JI00bIe 00CTOATENBCTBA, KOTOPBIC MOTJIHM OBl OBIHUATH HA PE3yJbTar.

B npoTokos 70KHBL OBITH BKIIIOUEHBI BCE CBEIECHUS, HEOOXOAUMBIE ISl MTOJIHOM UICH-
TU(PUKAITIH TTPOOHI.

9. KoHTPOJIb MOTPeIHOCTH METOAMKH.

Hacrosamas MKXA npengycmacTpuBaeT NpoBeACHHUE NEPUOIMUECKOIO KOHTPOJIS Clydaii-
HOMW MOTPEIIHOCTH aHATU30B, CTAOMIBHOCTH KOJIOHKH, KOHTPOJISI IPAaBUIIBHOCTH TPAJyHPOBKH.

9.1. [lepnoauueckuii KOHTPOJIb CIIy4yailHOW MOTPEIIHOCTH.

Jis IepuoIMueckoro KOHTPOJIS CITy4aifHOM MOTPEeIHOCTH aHAIN30B KEIHEBHO 00padaThl-
BalOT PE3YJbTATHI IBYX MapauIeIbHBIX aHAIU30B rpalynpoBoyHoro pacrsopa Ne2.  OtHocu-
TEJIbHOE MAKCUMAJIBHOE PACXO0XKICHHUE [BYX HaWJICHHBIX 3HAYCHUH ITUKOB



Y2-Vi

Ycpean

He 10JKHO npesbimaTh 0.1. Pe3ynbrarThl 3anuchIBaloTCs B KypHall. benn noiyyeHHOE OTHOCH-
TEJIbHOE pacxoxaeHue 3HaueHui 6ombie 0.1, crieayer NpoBepuTh NPaBHILHOCTD 33JaHHBIX Mapa-
METPOB IKCIEPUMEHTA U UCIIPABHOCTh XpomaTtorpadga.

9.2. KoHTpOJb PaBUIBHOCTH.

ITeproaMYHOCTH KOHTPOJISA - HE pEeXE OAHOIO pa3a B Helento. KoHTposb NpaBUIBHOCTH
IIPOBOJSIT METO/IOM "BBEJIEHO-HANJEHO" IMyTEM CpPaBHEHHUS PE3YyJIbTATOB M3MEPEHUH BBEIEHHBIX
U3BECTHBIX KOHIEHTPAIMNA C paCUCTHBIMH 3HAYCHUSMHU. J[JIs 3TOTr0 BBHIMOTHAIOT aHAINU3 MPOOBI
rpaayrupoBoBYHOi cMecH Ne3 U UCIONB3ys TPajydpOBOUHBIA KO3()(UIIMEHT, ONpenensoT Haii-
JIEHHOE 3HaueHue KoHueHTpanuu CHaiia. [Ipu oTCyTCTBUM cCTEMaTHYECKON MOTPEIIHOCTH Hal-
JICHHbIE 3HAYCHUS JOJDKHBI OBITh PaBHBI BBEICHHBIM, T.€. BBIOJIHATHCS HEPABEHCTBO:

Cnuaiig - CBBex

<0.19.
C BBen

9.3. KoHTpoab cTabMIbHOCTH KOJIOHKH NpoBoauTcs 1 pas B 2 Hexenu. KoHTposs pas-
JeNUTEeNbHON KOJIOHKH MPOBOAT O pacyeTy 3((HEeKTUBHOCTH KOJIOHKHU MPU aHATIHM3E IPaTyupo-
BOUHOTO pactBopa Ne2 no opmyse:

N=554-(£) L
raet- Bpems yAepKUBaHHS MHKa KOpenHa, CeK;
W - IIMpUHA NHKa KOoperHa Ha MOJIOBUHE BBICOTHI ITHKA, CEK;
L - mimHa KOJIOHKU
Haiinennoe 3nauenue 3(hpeKTUBHOCTH KOJIOHKH T10 TTUKY Ko(erHa He T0KHO OBITh MEHbB-
me 1000 TeopeTuyeckux Tapesiok Ha METP.



