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TOCYOAPCTBEHHDBHACTAHAOLAPT COI3A CCP
e

CIIJIABbI TUTAHOBBIE
Meroapl onpene/neHns xpoma rocTt
Titanium alloys. 19863.12—91

Methods for the determination of chromium

‘OKCTY 1709

Jarta eeepenus 01.07.92

Hacrosmwu#i craugaprt ycTaHaBJAUBAET THUTPHUMETPHUECKUH (1pH
maccoBoit goae or 0,1 xo 12,0%) H atomHo-abcopBuroHHbBI (NPU Mac-
coBo# podie ot 0,1 10 12,0%) MeToAbl OnpeneseHUst Xpova.

1. OBUIUE TPEBOBAHHA

1.1. O6mue Tpe6oBauuss K MeTogaM ananuza — no 'OCT 25086 ¢
JONOJHEHHEM.

1.1.1. 3a pesynbrar allajH3a NPHHUMAIOT CpejfHee apHPpmeruye-
CKOe pe3y/bTaToB [ABYX Mapa/je/bHbIX ONpelesNeHHH.

2. THATPUMETPUYECKHA METOJ ONPEAEJEHUS XPOMA

2.1. CymuocThr MeTOLa

Merton ocHOBaH Ha pacTBOpeHHH NpoOBI B CMecH cepHOH H 6opodTo-
PHCTOBCIOPOAHONR KHCJOT, OKHCJGHHH XpCMa JO IIeCTHBAJNEHTHOIO
HAJCEPHOKHCABIM aMMOHHEM B INIDHCYTCIBHH KaTaJHzaTopa— a30THO-
KHcJIoro cepebpa W THTPOBAHUM XPOMOBO# KHCJOTHI pacTBOPOM JBOH-
HOH CEePHOKHCJIOH COJIH 3aKHCH KeJe3a U aMMonusi (coau Mopa) ¢ ¢e-
HUJIAHTPAHHIOBOHR KHUCJIOTOH B KauecTBe HHIHKATOpA.

22. AnmapaTtypa, peakTHUBLH H PACTBOPH

Hikagp cylwInapHBIR ¢ TEPMOPETYAATOPOM.

Kucnora cepuast no 'OCT 4204 nnorsocreio 1,84 r/cm®, pacrso-
perl:1ml:5.

Kucaora asorHas mo I'OCT 4461 naotHocteio 1,35—1,40 r/cm?,
pacrBop 1:1.

Kucsnora ¢ropucrosogoponnas no 'OCT 10484.

Kucnora 6opuas mo 'OCT 9656.

H3nanne odHuHaAbHOE

Hacrosimuit cTaHgapt He MoxXeT ObiTh NMOJHOCTHIO MM YAaCTHYHO BOCTPOH3BeAEH,
THPaXHPOBaH M pacnpocrpaHeH Ge3 paspeweHHs loccranpapra CCCP
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rocCrt 19863.12—91 C. 2

Kucaora Gopodropucrosonopoatas: Kk 280 cm3 ¢dropHcToBOAOpOL-
HOH KucsoTh npu Temneparype (10+2)°C poGasasior nopuuamu 130t
BOpHOM KHUCJIOTH H NepeMeninBaiorT. PeakTHB rotoBsT U XPaHAT B IO-
JIHITIIGHOBOHN NOCyhe.

AmMonuii naaceprokucanit no 'OCT 20478, pacreop 250 r/mm3.

Cepe6po asorHokucioe no [OCT 1277, pacrsop 1 r/am3.

Maprawnen (II) ceprokucasniit 5-soaunit no F'OCT 435.

Harpuit xaopuctsiii no TOCT 4233, pactsop 100 r/mmd.

Hartpunit yraekucanit no FOCT 83.

Kucnora N-pennnanrpanumiosas mno TY 6—09—3501, pacrtsop
2 r/pM3: 0,2 © yrieKucaoro HaTpHA PacTBOPAIOT NMPH HarpeBaHUH B
50 cm® Boamni, nob6aBasior 0,2 r GEHMIAHTPAHWIOBOH KHCIOTH M JO-
JAuBalT Bogoi fo 100 cMd.

Kanuit asyxpomoBokucawit mo I'OCT 4220, pacrsopnl 0,1 n
0,02 mousn/nm3: 29,42 r wiu 5,88 r mepeKpUCTANIH30OBAHHOIO ABYXPO-
MOBOKHCJIOTO KaJlisi NOMeINaloT B MepHYI0 Koaby BMECTHMOCTHIO
1000 cm3, pacrTBOpsIOT B BOJE, AOJHBAIOT BOJOH JO METKH H Iepeme-
IHBBIOT.

Hns nepexkpucraminsauun 100 r AByXPOMOBOKHCJOTO KaJus IMO-
METIAIOT 3 CTAK2H BMecTHMOcTbio 400 cm3, mpumusaior 150 em® coxw
¥ PACTBOPAIOT NMpPU HarpeBanuu. PacTBOp npH SHEPTHYHOM MHEpEeMeIlH-
BAH.JH BBHIUBAIOT TOHKOHN cTpyefi B ¢apdopoBylo 4HauIKy, KOTCpas OX-
J2JKEaeTces JelsHod Boo#H. BhimaBiine KPUCTaJibl OT(UABTPOBLIBAIOT
IyTeM OTCACHLIBAHHSI HA BOPOHKE C MOPHCTON CTEKJSHHOH IIACTHHKOM,
BhicyIHBalOT 2—3 u mpu temmeparype (10242)°C, usMenpuaiT H
OKORUATEJIBHO BHICYWIKBaOT Npu Temneparype (20045)°C B TeueHue
10—12 u.

Coab 3aKHCH XKeJe3a H aMMOHHH ABOHHAs cepHOKHcaan (conb Mo-
pa) no I'OCT 4208, pacrsopwut 0,1 u 0,02 moan/am®: 395t unn 7,9 ¢
conn Mopa momemaior 8 crakan BmectuMoctbio 800 cM?® u pacrBops-
1ot B 500 cm® Boaml, npuausaior 100 cm® pacrBopa cepHOM KHCAOTH
1:1, oxsaxaalT, NepesluBaiOT B MepHYI0 KOJ6Yy BMeCTHMOCTHIO
1000 cm®, nosuBalOT BOJOH A0 METKU U NEPEeMEIlHBAIOT.

MaccoByro KonuneHTpaunuio pacrBopa coin Mopa (IpakTHYeCKym),
BbIpaxenHyio B rfcM® xpoma (7T), BBIUHCASIOT 1O Qopmyne

7=0,001733 K, (1)

riae 0,001733 — maccoBast KOHUEHTpauHs pactBopa conu Mopa (reo-
petrnueckasi), BHpaxeHHas B r/cmM3 xpoma;
K — cooTEouIeHHEe MeXAy PacTBOPAMH IBYXPOMOBOKHCJO-
ro Kajaust ¥ coau Mopa.

YcranaBauBaT cootHouenue K Mexay pacTBOpaMHi ABYXPOMOBO-
KHCJIOTO Kasusi ¥ coii Mopa: B TPH KOHHYECKHe KOJIOK BMECTHMOCTBIO
no 250 cm® nepedocsiT nunerkoi mo 10 em® pacTBOpa AByXpOMOBOKHC-
aoro Kaaug 0,1 uau 0,02 moan/am3, pasbasasior o 100 cM® Bono#,
npuauBalor 20 cm® pacrBopa ceproit KucJoTH 1 :5, mepeMemuBaoT,

91



C. 3 TOCT 19863.12—91

no6aBasoT 5—6 kKanesap (eHHWIAHTPAHHIOBOH KHCJIOTH H THTPYIOT CO-
OTBETCTBYIOUINM pacTBOPOM coJH Mopa 1o mepexoja cHHe-(HOJETO-
BOIl OKpacKH pacTBOpPa B 3eJIEHYIO.

K=

s @

rie Vi, — o6beM pacTBopa ABYXPOMOBOKHCJIOTO KaJiHsl, HCNOMb3yeMbll
st THTPOBaHUs, cM?;
V,— o6bem pacrBopa conun Mopa, H3pacXoJOBaHHBIA Ha THTPO-
BaHUe, cM3.

MaCCOBy}O KOHLEHTpAUHIO pacTBOpa COJMH Mopa YCTaHaBJHBAIOT
nepen €ro nNpHMEHEHHEM.

23 JlpoBeleHHC aHaaHu3a

2 3.1. HaBecky npoGsl Maccod B COOTBeTCTBHH ¢ Tabu. | momenia-
10T B KOIIHYeCcKyl KojiGy BMectumocreio 250 cm3, mpuamnsawr 60 cm®
pactBopa cepHoil kucsoTh 1:5, 2 cM® GopodTOpHCTOBOAOPOLHON KHC-
JIOTHl U HArpeBaloT ;10 NOJHOTO PacTBOPEHHS.

Tab6auua l

Maccosast noast xpova, % Macca naBecku RpoGui, T

no 2,0 BkJOY. 1
» 50 » 0,5
» 12,0 » 0,2

»

B pacrBop H006aBJSAT N0 KamisM DPAacTBOP a30THOH KHCJOTH IO
ucie3HoBeHHs! (HOEeTOBONH OKPAacKH H HarpeBaloT 10 KHIeHHs B Tede-
Hue 3 MHH. 3ateM ocTtopoxHO npuiauBaior 100 cm® Boxwl, 3—4 Kanau
pacTtBopa cepHokucioro Maprauua (II), 10 cm3® pacrBopa asoTHOKHC-
Jgoro cepebpa u 30 cM® pacTBOpa HAACEPHOKHCAOrG aMMOHUS, Harpe-
BAIOT COJAEPKHUMOE KOJMOH 0 KHIEHHA W KHOSTAT A0 MOSIBJIEHUS Maad-
HOBOTO OKPAlIHBAHMsl, YKA3BIBAIOUIEr0 Ha IOJHOTY OKHCJEHHS XpoMa.
PacTBop NMpoOA0MKAIOT KUNATHTE O NpeKpallleHHs BBLACJEHHS MEJKHX
ny3blpbKoB. 3ateM 106aBisiioT 5 ¢cM3 pacTBOpa XJIOPHCTOTO HaTpHA H
HarpeBaioT PacTBOP A0 MCYE3HOBEHHS] MAJHHOBON OKPACKH.

PacrtBop oxsaxjaior 10 KOMHATHOH TeMIeparypbl H THTPYIOT pac-
TBOpoM coaH Mopa 0,02 mons/amM3 (mpu MaccoBodl jgoJe Xpoma MeHee
0,5%) wunn 0,1 Moan/mm® (npu MaccoBoit nose xpoma Gogee 0,5%) c
5—6 XanJasiMu HHAHKaTOpa — (DEHHJAHTPAHHJAOBOH KHCJIOTH O H3-
MeHeHHS OKPACKH PacTBOPa M3 MaJIMHOBOH B 3eJieHyIo.
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rocCrT 19863.12—91 C. 4

24 O6pab0oTKa pe3ynbTaToB
2.4.1. Maccosyio nosi0o xpoma (X) B NpomeHTaXx BBIYHCJALIOT IO
dopmyae

X: ._T—lb..loo’ (3)
m

rnie T — ycraHOBNEHHAs MaccoBasi KOHLEHTPAUHsT pacTBOpa COJH
Mopa, BeipaxkeHHast B r/cM® Xxpoma;
V3 — o6bem pactBopa coau Mopa, uU3pacXoJOBaHHbl Ha THTPO-
Baile Xpoma, cM3;
m — Macca npobsl, T.
2.4.2. Pacxox/eHUsi Pe3yJbTaTOB He [OJKHH NPEBBLINATL 3HAYe-
HHUM, yKa3aHEbIX B Taba. 2.

Tab6auna 2

AGcosiloTHOE JIONyCKaeMoe pacxoxneHrHe, %
Maccosan noxst xpoMa, % Pe3y/bTaToB TMapasieabHbIX Pe3ynbTaTOB
npeneneHH i aHaJH3a
Or 0,10 no 0,30 BxJIIOY. 0,01 0,01
Cs. 030 » 075 » 0,02 003
> 075 » 10 > 0,05 0,06
» 1,30 » 300 » 0,08 0,10
» 3,0 » 600 » 0,15 0,20
» 600 » 1200 » 0,23 0,30

3. ATOMHO-ABCOPEIIMOHHBIN METOHl ONPELEJEHUS XPOMA

3.1. CymHocTbp MeTOnA

MeTox OCHOBaH Ha DACTBCPEHHHU NPOS3H B COJMsAHOH M GopodropH-
CTOBOJOPOIHON KHCJIOTAX U H3MEepeHHH aTOMHO# abGcopbuuu Xpoma NpH
nJuHe BOJIHM 357,9 HM B IJIaMeHH alleTHJEH — 3aKHCh a30Ta.

32. Annmaparypa, peaKTHEBHB H PAacTBODH

CnekrpooroMerp aTOMHO-abcopOUHORNBI € HCTOYHHKOM H3Tyye-
HHSL IJIS XpoMma.

Aunerunnen no T'OCT 5457.

Kuenora coasitnag no 'OCT 3118 naorroctbio 1,19 r/em®, pacrso-
ppi2:1ml:1L

Kucsora asotnas no 'OCT 4461 niornocteio 1,35— 1,40 r/cm®.

Kucaora ¢ropucrosogoponnas no FOCT 10484.

Kucnora 6opras no TOCT 9656.

Kuciacra Gopodiopucrosomopondas: Kk 280 cm® ¢ropucrosinoposn-
Holt KucaoTh npu Temnepatype (1042)°C no6asasitor nopuusmu 130T
60opHOM KHCAOTH Y NepeMeliMBalOT. PacTBOP roToBAT ¥ XPaHAT B NO-
JIH3THJIEHOBOH nocyze.

Ammonnti xaopucthiii no I'OCT 3773, pacteop 100 r/am3.
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C. 5 TOCT 19863.12—91

Turaun ry6uatwiit no FOCT 17746 mapku TI'-100.

PactBop turana 10 r/am3: | r THTaHa NOMeWAalOT B KOHHUECKYIO
KoJI6y BMectumoctbio 250 cm®, nobaBasitor 80 cm® pactBopa coJisiHOkR
KUcaoTH 2: 1, 4 cM® 60podTopUCTOBOAOPOAHON KHCJAOTHL M pactBops-
IOT IIPH YMepeHHOM HarpeBaHHH. [locse pacTBopeHHs HaBeckH [006aB-
JSIJOT ABAJIATh Kaledb a30THOW KUCJOTH M KHIATAT PacTBOP B Teue-
Hue | muH. PacTBOp oxaaxjaioT A0 KOMHATHOH TeMmepaTryphl, nepe-
HOCSIT B MepHyI0 KoJ0y BMecruMoctbio 100 cm3, posnuBaoor Bomoit A0
METKH U NepeMellHBaIoT.

Xpom no 'OCT 5905 mapku X00.

CranjapTHbe pacTBOpPH XpoMa

Pacreop A: 1 r Meraaanueckoro xpoma pactBopsiior B 50 cm?® co-
JAsiHOM KUCJOTH. PacTBOp 0XJ1axK1210T 10 KOMHATHON TeMIepaTyphl, Ie-
peBOISAT B MepHYI0O Koa6y BMectrumocTbio 500 cM3, posmBaioT Boa0#
JI0 MEeTKH H IlepeMeHHBaIoT.

1 cm® crangaprHoro pacrBopa A cozepxut 0,002 r xpoma.

Pacreop B: 10 cm® pactBopa A momemamT B MepPHYIO KoJIBy BMec-
TuMmocthio 100 cM3, 10TMBaiOT BOOOH N0 METKH U NepeMelIHBAaloT.

1 cm® crappaprroro pactBopa b cozmepxkur 0,0002 r xpoma.

33. IlpoBenenue ananusa

3.3.1. Hagecky nmpo6mi Maccoii corsiacHo TabJ. 3 moMeniaioT B KO-
HHMUeckylo K040y BMecTHMocTbio 100 eM3, mpuauBaior 20 cM® pacrBopa
consgHOM KucaoTH 2:1, 1 cM3 CopohTOPHCTOBOAOPONHONH KHCIOTH H
pacTBOPSIIOT IPH YMEepEHHOM HarpeBaHHH.

Ta6aunuga 3
O6beM nOGaBASEMOro
3
Macca BMeCTHMOCTD pactsopa, oM
MaccoBaa gona xpoma, % HaBeCKH MepHOit
npobe, T Konow!, cM3 consiroft XJOPHCTOTO
KHCJOTH | : 1 l AMMOHHS]
Or 0,1 no 1,0 BrjIOY. 0,2 1C0 2 10
Cs. 1,0 » 50 » 0,1 280 5 25
» 50 » 120 » 0,25 250 — —

[Tocne pacrBopeHusi npo6ul A06aBAAIOT 3—5 Kalesdb a30THOH KHC-
JIOTHlL M KHIATAT pacTBOp B TedeHHe 1 MuH. PacTBop oxJaxpaior 10
KOMHaTHOH TeMIepaTyphl, epeHOCAT B MePHYK KoJOy BMeCTHMOCTHIO
coraacHo tabJ. 3, 10o6aBJASIOT PacTBOP CONsIHOW Kucjaorel 1:1 u pac-
TBOP XJIODHCTOTO AMMOHHS B COOTBETCTBHH C Tabi. 3, AOJAHBAIT BO-
JOH N0 METKH H IHepeMellHBaioT.

3.3.2. IIpu maccoBo#i noae xpoma or 5,0 no 12,0% anauksornyio
YacTh pacTBopa, paBuyio 20 cm®, orGUpPalT B MEpHYIO KOJNGY BMECTH-
mocteio 100 cm3, mo6aBasiior 2 cMm® pacrtBopa coasiHo# KHeaoTol 1: 1,
10 cm® paciBopa XJ0pHCIOr0 aMMOHHS, JAOJHBAIOT BOAOH N0 METKH H
nepeMenINBaIoT.
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333 PacrBop KOHTpoJbHOro omeiTa rotoBaT mo mn 331 u 332

334 Iocrpoenue epadyuposournoco epapura

3341 Ilpu maccoBo# poje xpoma ot 0,1 zo 1,0%

B mects Mepublx Kosa6 BMecTHMOcTbioO 1o 100 cM® npuauBaloT no
20 cM® pacrBopa THTaHa, B mATh u3 HHX oTMepswr 1,0, 2,5, 5,0, 7,5,
10,0 cm® crangapTHOro pacreopa b, uro coorsercrsyer 0,0002, 0,0005,
0,0010, 0,0015, 0,002 r xpoma

3342 Ilpu maccosoit pose xpoma ot 1,0 no 5,0%

B mectp Mepublx K0a6 BMecTHMOcThbIO no 100 cM® mpunusaior no
10 cm® pacrBopa THTaHa, B mATb M3 Hux oTMmepsior 2,0, 4,0, 6,0, 8,0,
10,0 cM® cranpapraoro pacrsopa b, uro coorBercrsyer 0,0004, 0,0008,
0,0012, 0,0016, 0,002 r xpoma

3343 Ilpu maccoBoit pone xpoma or 5,0 1o 10,0%

B nsaTh Mepubix K06 BMecrumoctsio nmo 100 cm® mpusuBalor mno
2 cv® pacrBopa THTaHa, B uerThlpe M3 HHX orvepsior 5,0, 7,5, 10,0,
12,5 cv® cranpaptHoro pacrBopa b, uro coorBercrByer 0,001, 0,0015,
0,002, 0,0025 1 xpoma

3344 K pactsopaMm B Kos0ax, NPHIOTOBJEHHHM Ho nn 3341,
334213343, nobapasior no 2 cM3 pacrBopa codasiHoll kucaorsl 11,
no 10 cM® pacrBopa XJOPHCTOrO aMMOHHS, AOJHBAIOT BOJOH A0 MeT-
KH ¥ [epEMEMIHBAIOT

335 Pacreop npofbl, pacTBOp KOHTPOJBHOTO ONBITA ¥ PacTBOPHI
VISt TIOCTPOeHHs TpaJyHpoOBOYHOIO rpaduka pacnplisioT B NJaMs aue-
THJIEH — 32KHCb a30Ta (CTeXHOMETPHYECKOe) M H3MEDPSIIOT AaTOMHYIO
abcopbuUn0 XpoMa NpH JJaMHe BOJHH 357,9 HM

[To nosyyeHHBIM 3HAYeHHAM aTOMHBIX abcopOuMit U COOTBETCTBYIO-
WHM KM MacCOBBIM KOHIEHTPAaUUsIM XPOMa CTPOSIT TPafyHpPOBOYHBIM
rpa¥K B KOODIAMHATAX «3HaueHHe aTOMHOTO morJaoumicHus — Macco-
Basi KOHIEHTpaIUsl XpoMa, I/cm3»

MaccoBylo KOHLEeHTpalui0 XpoMa B pacTBope Npob6bl U B pacTBO-
pe KOHTPOJIbHOTO ONKITA ONPEAESsiloT N0 IpPaly HPOBOUHOMY Tpaduky

34 O6paboTKa pe3yJabTaToOB
341 Maccosyo poaio xpoma (X;) B NPOUEHTAX BLYUCAAIOT HO
thopmyae
(Ci—Cq) V
m

Xl = M 100, (4)

rie C;— MaccoBast KOHIIGHTPAIlUsl XpoMa B pacTsope NpoOHl, HaliAeH-
Hasi 10 I'PajyHpoBOUHOMY rpadHKy, r/cms,
C, — MaccoBasi KOHIEHTpalllsi XpoMa B PacTBOpe KOHTPOJbHOTO
onpiTa, HakI2HHAasA [0 TPAAYyUPOBOUYHOMY TpaHKy, r/em®,
V — o6beMm pacrBopa npobbl, cM3,
m — Macca HaBeCKH B pacTBope NpoOul HIU B COOTBETCTBYIOIIEH
aJIMKBOTHOH 4acTH pacTBopa npolsl, T
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C. 7 TOCT 19863.12—91

3.4.2. PacxoxaeHUs pPe3yJbTaTOB HE NO/KHLI NPERLIAThH 3HAYE-
HHUH, VKa3aHHBIX B Ta0J. 4.

Tabauua 4
AGCoM0THOe HONycKaeMoe DacxoxKaenue, %
MaccoBast noast Xpoma, % pe3yAbTATOB NapaljedbHBIX pe3ydbTaToB
olipeneseHuil ananuza
Or 0,100 o 0,280 skJou, 0,015 0,020
Ce. 0,250 » 0,800 » 0,025 (0,030
> 050 » 100 » 0,05 0,07
» 1,00 » 2,C0 » 0,10 0,15
> 200 » 4,00 » 0,15 0,20
» 400 » 8,00 » 0,20 0,25
> 800 » 12,00 » 0,25 0,30
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HHOOPMAILIHOHHDIE JAHHDIE

. PABPABOTAH U BHECEH MuuucrepcTBOM aBHAIHOHHOH Mpo-
muimjieniocty CCCP

PA3PABOTYUKH

B. I'. JaBbipos, i-p TexH. Hayk; B. A. MomkuH, kaHl. TeXH. HAVK;
I'. U. ®puamaH, Kaua. texd. nayk; JI. A. Tenskosa; M. H. Top-
aoBa, kanx. xuM. Hayk; A. . Kopoaesa; O. JI. CKopckas, KaHJ.
XHM. Hayk

. YTBEP)KAEH U BBEJLEH B JEWCTBHUE IlocraHoBaeHuem
TFocynapcrBennoro komutera CCCP mo ynpaBieHHI0O KauecTBOM
npoAykuuu u craHpapram or 5.05.91 Ne 626

3. B3BAMEH T'OCT 19863.12—80
4. TlepuoAMYHOCTHL POBEPKH — 5 neT
5. CCblJIOYHBIE HOPMATHBHO-TEXHHYECKHUE O OKYMEH-

Thl

O6o3Hauenne HTU,
Ha KOTOpbIf AaHa CChLIKA Homep myHkra

I'OCT 83 -79
T'OCT 4356—77
T'OCT 1277—75
TOCT 311877
TOCT 3773—72
T'OCT 4204—77
TOCT 4208—72
TOCT 422075
I'OCT 4233-77

TOCT 4461—77 32
TOCT 5457—75
TOCT 5905—79
I'OCT 95£6—75 3.2
TOCT 10484—78 ; 3.2

I'OCT 17746—79
TOCT 20478 —75
T'OCT 25085—87
TY 6-09-3302—76
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