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Engineering Examination on the Recovery of TBP from Solvent Waste

for Waste Treatment Plant*

Keiji Itakura#**, Yasuo Kuroda®*%*,
Yoshihiko Kan®*, Shinichiro Kobayashi*#*,
Katsumi Ogi#*#, Naotaka Nishijima#%,
Teruyoshi Satoh** and Yutaka Takahashi®#

Abstract .

The recovery of TBP from n-dodecane and TBP waste solvent by reduced
pressure distillation was studied in laboratery and bench scale plant using

simulated non-radioactive solvent.

The bench scale distillation column is

84.9 mm in diameter and 6 mm McMahon packing of SUS 316 is packed to the

height of 1000 mm.

The following experimental results were obtained.

‘(1) PNearly a total amount of TBP is recoverable from TBP-DBP Solution.
The operating conditions for the distillation are as follows.

Pressure
Reflux Ratio
Average Boil-TUp

LTI Y]

(2) The quality of recovered TBP is

Specific Gravity :
Acidity :
n-C4He OH Concn. 3
Weight Loss :

4~10 mmig
1/2
700 kg/m® h

as follows.

0.978 at 20°C/20°C

0.0006 mole/kg

0.23 w/w %

0.464 wiw % at 105°C, 3h

* Work is performed under contracts

between Power Reactor and Nuclear

Fuel Development Corporation and Mitsubishi Metal Corporation.
*% Mitsubishi Metal Research Institute.
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e, BEER (BRI, HNOs L8580) 286 T 2 BEREREAOLRBRCE, a3—0 F b
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TBPIE, ZTOBEHMNI10~90%DEA, VarianfHi T-60 B NMR X7 t 0 #— %
ZERAL. AMRELLTRY E Y EH 0 TTable 2.1 OREEBETER L1,
Table 21 Operating Condition of NMR Spectrometor for

TBP Analysis .

Sweep. Offset : 0 Hz
Spectrum Amplitude : 0.5 \
Integral Amplitu dg : 5.2
Spinning Rate : 50 RPS
Sweep Time : 50 sec
Sweep Widith . 500 Hz
Filter : 1

7. TBPE, Z0EEHN0~10%DEE, BEEn-CeHu XD FHERHFR L
fetk, KBREA 4 MEBIBB A EZ B ARERBUSTIR /o< 757 G800 BA &
HL., Table2 2T HIERBGTEEL I

Table 2.1 Operating Condition of Gas Chromatograph for
TBP Analysis.

Column Temp. i 220 C

Injection Temp. + 250 T

Packing : Silicon OV-— 17

Column I (Glass, 225m

Carrier Gas P Ny 1.0kg/ cm®*G

FID : He 05kg, em?G; Air 10m1/min.
Sens. ;10

Atten., 132

n— CpHuiREED, BB Z CS, KX O BRCHR Lt okFELE A & VLR B %2k
AT ABER AR 70+ 77 7Q 80BAHRAL, Table 23 IC R T HIEEHT
EE L/'f:o



Table 2.3 Operating Condition of Gas Chromatograph for

n—Cy; Hpg Analysis,

Column Temp. 1 220%C

Injection Temp. 1 250C

Packing : Silicon OV -~ 17

Column ¢+ Glass, 225m

Carrier Gas v N LO0kg/ cm? G

FID - He 05kg,em? G;Air 10ml /min.
Sens . S T

Atten . P 1/64

n - C,Ho OH BE (3, RBACS C LV BHICHFER L o8k, KkFk4 &+ vibhmB %
AT ABERI T R 702 b 25 7G80B AR L, Table 2 4ICR T A EHRMAET
&8 L, |

Table 2.4 Operation Condition of Gas Chromatograph for

n —C,HyOH Analysis.

Column Temp. I 220%C

Injection Temp. i 250%C

Packing ¢ Silicon OV-17

Column ¢ Glass 2.25m

Carrier Gas i N l0kg/cm® G

FID . He 05kg/cm? G; Air500ml/min.
Sens . o

Atten, : 1,/64

HNOsBEZ, JI5 K 0102 [TiEHKERFIE] KELTEELL, Thdb
b, 825 ZHEFER, 20mOH o— B LTHEINKE S ) Y LKER ©

L OMBEEE 2[BOEL, KEADLEBXDVTF NSV LALEANLET Y227

BECIVLERNEERTEILICILDNO, EEL2EHL I,
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Lice €OFEER, EREOCARL LA BLUEHE SO (DBP+MBP ) BE DR
EBIID, 24BRERTALIKCTBP BXUDBPOMBRIEHE LS BE XN
BLLIL LD, ZORMERYTH S n- CoHy OHED BB ICERM L, KTV TV
P~BLUI-WF I 7 TRTDCEBRET E U 1ok EEZ BN,

BH. BABRC BT o YWENX OHEIB#R % Table 2.5 KRT, WThoRRCE
WTHBREFOTBP BYS U ELZBILE 22 b5TEEH D (DBPHMBP)
BEORMEEEL K320 #ERIL875,864BX0102.8w,/ wlhd 100%ICZEL
MOBASE D, —F, ERPOTBP N5 ORIZAEE LKL LTANE N /2
EFEZONB T L6, BB O (DBP + MBP ) BEOSIT#ED & 58 O %
HEETHCLRRETHELELON, Likcdi-T, ARBOREE L 5 TBP,DBP
BLUMBP O KIEDWTHRE T2 I TE Mo, THEDT D5 BEH
Db 2 SN SBKIZDBP & MBP & OEMILESEK TR, &L ATBP,DBP
BLUMBP DOBAERBSEBCRELTRY v —ERLT VA TEEE xS 5T
EHBHONT, Fio, BN L B MK PICiI L LT TBP 8 & f DRP ©4%4
BERHTH S n ~ CLHOHEHLBDEBEL VBT EnTFEENS,



2132 n—Cj;pHp— TBP— DBP&E %R

S5mmHg » Bk 1./ 1CEF240W,/ W% n—CpHy— 30W,/W% TBP-30
W,/W % DB P {8 i OES BY ERRBRERE Fig.25 BL U2 6 LR T,
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HH LI ROERK(IIZE TBP—DBP B EEZOh, FORFEHICHWTIE
2.1.3.1 a‘lﬁﬁ%%@{tﬁlﬁ]%z—? Uteo

TBP H#LUDBP OMERISICL 6 FEBERPEEZEZ NS n-C.H, OH DE
BHORER, Fig26(CRTXIC, ZEREOBRMKENT, SREOLRLELS
CRBMICERL, BB W/ WHIEELACENS, 2 131 KAB~NX S5 TBP
BLUDBP ONMRIENE L EESHh TV 3L EHBBREN T,

BH, BERPODBPEIUMBP BEIIF 4589 W W%hE LU 33.0 W/ W %T
HY, Table 25 & FIZAHOFITHERETH - 7o

2133 TBP—DBP—HNO;EEEHE

4mmHg, EHH 11 BT 590w/ WhHTBP—10W, W% DBP — 0.1N IINO,
HERBE ORISR EERRBHEL Tig 27 KR T,
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TBP— DBPEEBEHE OB A CHNTHLEY HL, BHE BICHNO S E LT3
AW 95BB o b ivic, /o, REBEOBRMCE O THEE hORE I SBICHEA L,
2.1.3.1 T~ TBP ~ DB P M AN OB 4 & FEE O &R A5 L7
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Ufcdi, i O 85 %DTHRIZAHTHD  HNO ZEL HRIKDE & 12 DEH~K
FTVE L HBFRENE, i, YENIXZE M T A, BHE hOBRELT ~T
HNOs KERT 6B DEREL, S -V F 7 v 7OV TIISNTET DM 2
726

VEDZ &5, TBP—DBP REEKAESEE T2 L Ly JEKHBOTBP
HES ORI LBEAEHE L LTEN 2 EnHETH 0, ERBMEORYCE
WOH RS ORRE &S LOTBP, DBP OAMERYMTH S n-Cu U, OHBE TR
AL, 485 00090 mole/ kg 35X TF5.5 W/W % (0324 3T &5 ¥/ B L7,

— 6 —



T, BREERTIC n-CoHo #2FT 354, n—Cr2llas IEFEHRME WP
WCEDRIILBNEINT S L BERINL, LL, BNOEEH T2 54
HNO; D#85 %DIFERIFBETH - 1ods, TR ATARYEE LTEA KT T B
TENTFRE NI,

Fio. FERKICIITBP, DBP BLUMBP OSRERYSE NHEICHS LT R Y
v —EERBE LTV aTHEERHL LT ENT,



22 VHEEHIAER _ ,
n~CieHys— TBP % B XU TBP— DB P Z D&M E BFRIC DV THRE L 7,
221 EBRFEBIUVBEE

BERA A7 —HEHERFZBREELZH T n-CaHy— TBP Rid 10mmHg BL T
TBP— DBPRIL 5mmHgiC BT FEEBHHBRAT 5 1

BE. MERA R ~—BEHEPAREB % Fig.2 8 BL U Photo 2 2 ILRT,

FERICH Ui n-CraHyss TBP BXUDBPIZ 2 1.1 LAKORIETH 5,

222 4 W K ¥

n-C1oHys—TBPROEE, n-CpHyuB LU TBPEEIZ2 L2 LRABCLTER
L7

TBP— DBP%@@%& DBP B LUMBPEE% 212 L ARBiCLTEREL.(21)
RICIY TBPBEZHEHAL 1,

TBPBRE (W, %) =100 - {DBPEE (W, /W%) +MBP BE (w/w%) } (2.1)

223 EBRERBIUBE

n~CioHpe— TBP Z D0 mmHgiC B 2R FEH 7 — 4. A BLCESHBRE LU
SRV ERE A K 4 Table 2.7, Fig.29 XU 210K T, HMB, n-CpHa— TBP
F ORHTE O WIS OFHIERR 50 TH > 1z, |

TBP —DBP R D 5mmHg KHJ 3R BEEET— 2., BABIUEAHRBRE XUKH
FERE =B % Table 28, Fig. 211B LT 2121C7_R T, B, TBP -DBP Z ORI
SO I R OFHEITN 130 TH - 72,

Ll BEHODBP RENG K 10, BREEN LA $T56& TBPEBLU DBP O
SREIEPRES N, TOSMERBLLIL INOREE*—ELEBT 22 (oW
Lot &, HOMBP, n-C,H,OHZEDHRERMIC L DEME LM LTHAHHE
s Epb, FFENL TBP-DRPRORHTHEGRAR DS -HICE, 2 b cEHER
TEBOTHHERERBRELT O, UZEJCEBY o REREL TS S X EO TR 4
BTHBELEALOND,



2.3 TBP 04 ERE
TBPRIMBREATKENT (2 2)RIECRT LD CMKSEE ST T, BE— KR IRC
£-»TDBP, MBPE IUH; PO ZEHKT I LIl HENLTINE,

ki ks ks
TBP ——— DBP —— MBP

Hs; PO, ( 22)

L ORIGEEREE LUKBEORAFTHET TS 0, KIICHT 3 imks B 8E kS0
EEONTHEY, KHECBU2MAAHOEEER KTk > k > k EHEINTSE
Dy L E->TERE N0 ~107° DETHE, F k. HEEARIC BT B MK
B KA & N T— RN S0 E Fhbh T B, |

BOBEBERL DS TBP ZRAERELIC L - THIRT 2, TBPIZ 100CH LoEn
KEL 3N TBP OB EENEAL, 0 oEBBICEET 2HNO, BLUB TBP
OABERNTH 2 DBP HLUMBP K& VA MEENSRESNEC ERTFHENE,
L Ly 100TCEEICB TS TBP O Y 3 BEZIEE AL I,

ZIT, ARBICEBVWTHEH TR OARICKIZTRER L U DBP, HNO, BMOXEICD
DT Lo
231 EBHEDIOBE

TBP %7290 W/ W%HTBP—10W,/ " W%DBPHHK 250~500g 27KV F v

Y—EFEA100mIBAD=O7T7F Raics b, @?EG-‘FP'C 150~250C O EHAE

CREL, BREHSCXDBFELENOHERNEIC5~Bg v 7 VY7L, &

#rLice 7B, HNO3ZRMY 28B4 id, TBPERNFERECELLB FiERED

HNOsZ&HnL ., FIb%B s €/,

SHERICH U7 TBP, DBPBIUHNO 2 1. 1L FABORETH 3,
232 o W F B
DBP, MBP BXU HNO; BE(Z 2.1. 2 ~RHCLTER L,

iB, TBP —HNO;#E OBA, FAMEELCIDERLARHMI DBPELT

MBPRELTNNVEEEEHANRT YT =TERERLIDEBLHLHNO, BELMS

(23)XCXHHAD(DBP+MBP) BEAHMHL, »>( 224 )Rk TBP 4
BEAE WU,

B (DBP+MBP) I (mole kg ) =R} (DBP+MBP) #E (mote,/kg)

—HNO; BE (mole/kg) (23)



SR (%) = (DBP+MBP )R (mole, g ) -4 (DBP+MB P ) #5% (mole %g)
e v I TBP 2 (mole/ ke ) X100 (2.4)

233 ERERBIUEE

TBP SMEEIC K 1T RE ORE % Fig, 21310R$, TBP O BEE JRE O LR &
EACEMIC ERL 7, $7n. TBPAER RS IEICE TRSKE & b 12 12
ERICIEMNT 52 &40 5, TBP OHRRIGIE RE EORRIGEEEL BT EHTE,
2, TBP OMERIELERYTHZ DBP BLUMBP BEOMINE & HIC TBPDL 2
HEEHSREI NS BNER L.

& 5k, TBP ﬁ%@%ccwi@“ DBPRECEBLF LI GBHTE LDLIOW W%
TBP— 10w/ w % DBP A AR W TCTBPDS BRBRE T oo TDRERE Pig 2.14
CiRY, CORE, TBP ONBEEIDBPALETIC LT LD REZhEC
L hFER SN,

MHHN O EN 0. 15X 002 NOBASO TBP SR ICKIZTHNO; B0 E
BAEL Fig 215 BXU 2161TRT, FHHNO: BEOHNE & ST TBP O 4% HEE
BEFCRESN, D, TOREDREIDBPELUNTAETNT EHIBL 72,1 B,
B OHNO, © SR Lid Fig. 217WRT LD I, BIBOHCE ~TEBICHD L,
DONQ, EEZ SN EBOEOFARNBEORENRDENITEME, HNO; O—
BENOHELLTEANBT L DEEL LGNS, L L, BWEDPOENO; BE DA
B PO FTBP OSREBIIZOEEIMD AL N L5, TBPDS
FELUGIC BT T HNO; DEE LD TIE, S oRFLLMFAT A2 HEND B,

PEOHR»S, TBPOGMILARE T L ORMEEWMELVTRIGERE « 281
TS5 &ETable 29 DX HIZ/HY, Fig 2.18 ICFKT Arrhenius 79 » PO 5 TBP OSSR
FEEOEEMT 2 v F 1315 ~20kcal /mole EEHIN B,

BE, TBPONREECRITBROBBOELEIHUNO,; >DBP OFFITH B & &
MEL 7o,



rk

3.

TBP BHEAIKIC T 2 U B XU Ru ORFA G

BABBBCEU, Ru BLOBAOF.POEALTY 3, —BIE U, Ru SORERYE
MR OBBRAEIC S B RIR (U D.F. L0 ) (210° B LA 2 B ds, A7 =
LIRS Ru Oy O 5 RERUMEHSMONTEYD , REROL S 125ER Ltk DRAT
DAY, B VH VBREOEETCEVTERT 5 SPNTVEOT, 1,5 OHR &
BEHEHMBE L LI, D.P ZREL SRR 15 5,

ZC T, ZBRERC, lEXEEZWE G TEREMEL ST 5 WREORREEE
T3 e nBEREDELERTIBNOSTV U AEHEERE LT AT =9 L (LEADTBP
EMEERESRGT (MR BES) K80 2BEHZREI L, B8, »7=9LE
M e LTI GRERTOLF =7 A BEREBICHEAI L BTEINEOT, BREDOLT
=0 L EBRIBT BEAL S, BHABE P Rut b L —¥— L LTRA L

1) “Design and Operation of Evaporators for Radioactive Waste i
IAFA Technical Beports Series. No. 87 (1968) .



3.1 ERAEBLURE
FRELABOHEKE LTCHE, EBRBRELF =9 L4545 F 5 TBP BBEEL 7= A
“&HT%5 TBP 8K TBP-DBP ﬁéfﬁ?ﬁf;fﬁmcaﬁ@w 7=NnEEBTBHTBP B
KU n-CiaHy - TBP BABRL O VTEF L, BHER FBLCBRGHADLO 7=
LENEBY FVOBEEAARETICLEID, IV BXUNTF=Y LOFELEEBED DT,
FHHL, TORFEHLEEL
COEE, HLEBRERFRNCEET 2L 7= AOLEHIC DT Fletcher (45
77 Gﬁﬁ@?ﬁ?& HICELET S VT =Y LS D =t \ T =Y L8R RuNO (OH)x
(NOQ) s-x M ETH B LHHMLTI B2 foTy 17 =9 4 DL BT BRI i
FEITONT =0 LEAFLTHTEHEF LI, BABBEREROLF = DL
BRET UGB TIEINS, /s = b oy VB THBE LTh, RESMES LTA
F el 1°3Ru01; D5 DEREBERTIEIE YL, 22T, vF=v aic@LTIR, Br
720 5 OEBISHES 5 TBP TAF =9 AH LRt X CTABAR H0 15 = o
LS MCTHIRRRE F 51 B /o b LR IANE & BRI C B S 4 1iiE £ TBP T H i
LIERD2REDNCHEERBE T - 120
311 BUHE' RuEMESRB
WAL= —@0 Ruld i< — Y OHARICRT & 510, RuCls B K
L ORI ERRUCTHRERERLZOL, FIL, i AOmB AT KAHEERL, TBP I=
FONVT =0 nAFI L, BRIBE LTCEBRBMEL 7 =9 L25HTATBP O 54
AEAEBIOLERET > 1 |
BB VTLORBRICEO T HH I ORY S ORS IR LBELU T Th - T &
Po, SOCHHEDRRARMIETCE OTERBHE L, TORBICHO LTSS A
E L,
~H, WREONF =9 L £#AHETE TBP BREAREEAAML. RREE L
DB B KIBI 2 3m Ly SMFIKEES T T, HEE % & AEEOFNFIC - o,

2)

J .M. Fletcher, uProgrcess in Nuclear Energy”, Series I, Vol.1,
Pergamon Press , London, p105 ( 1956) .
J.M. Fletcher,d .Inorganic and Nuclear Chemistry, Vol, 1, p.378 (1955) .
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®OH B om
1) HA U oI R R T DR

& ® YRu + *°Rn
At aE 100# Ci/mi
o 0.1N HCI KB
" B 1 ml

i) PR O

BALK]) OBEORIAEZ 24m OHHILNT =¥ sEBKEE By =
T LB 3 80mg Al ) THEAERR L, LT OB O ERENR 251,
® B 2 5ml

5 e 4 £Ci/ml
WF =Y AEE 1 7.8mg,/ ml
W 3 NGB R Mk IS

COBEEGL v R EH OBBEEREZHE T 2 LRABIKLUT oMY - ZERMED
R & L,
iy & & &£ A &
[l AR AR & 7o RE R 10mI % 3 NER KB 40m TH R L0 B, 50ml
OTBP THM L, #BEET OB IERZI N ZEBRIAE B 1,
" B # 50ml

e #1300 nCi/ ' ml
VT =T Lk EREE #  15mg/ml
i TBP (#iH O, KoKk BXUHBRORBAZSS &

BbONEMNER LTHRN)

B, —ROXFRFER, BOoNAFHREIL, FIROTBP 50m1 T Li0 O &b i #
fEeROBELTRBONIHEERIA LAY CREIOEBEHAE LT 30 LickD
HAERORHELSZEE ORun BLHRBRRCIVEL T8R4 HBE L

Tl BABRERGONT =9 2GBTS B 705, HBREE 14mi
THFELEL, 1 NOREE KB E0mIICIERE BLD b, 50ml D TBP ¥ 7:(IDBP
ZW%EET S5 TBPTHM LHEBREOCREBLIARZE., LB ERIEAK LB
fEEfT -1, GO BEHAROBBMABIZLTOEBYTHE,

i B # 50 ml

& g % 300 nCi/mi

T oty LA F100ag,/ ml



(2 #& =
)& B % B
100miD/— P2 07 723, Vigreux & (10 # X 2001 ) , Riebig BHE,
X, bI97, v/t -, BER VT HONDPig 31 DL NKPEEES
/A L, |
% B % # _
i) OEREEBARAL., HARER20~0900g b ,BHH 0,1, HEE5~SmmHg
BKEEEHN160 T ORBETHEEET » 7
3.1.2 WY I7=rRNEEEER
() = ® # ®
i) n-CiaHy- TBPEZHAN
W77 ~VBE469Img/m (V7 VEBE222mg,/m ) ®1 NREEL AW 90ml
Z30W/W % TBP — n-CraH I 300mITHH L T, L TOEKO ZYGHAK

25T
kB 300ml
v T VBE 55 mg/ml
i) TBPHEE
1) &Rk 72RSEE I 90ml & TBP 150ml THIM LT, M TOMBOES A%
=B
® B 150 ml
U VBE 1 5 mg/ml
(2) 7 H
)& B % B8
BEZEERABRCACICEEZER L,
) % & % #
1) OHEUEBCLIHREMHOHIEIILT OE BDTH 3,
REEKE 80 ~200 g h
82 W W 3/1



3.2 & #Hr H &
3.2.1 T =7 LD
HEB L UEMRRO 100 ORI RIEOMBRICET 2 EROL T = 7 2R, b
—P—& LTHEMLL "Ru ORAEZNESTZC EiCL DEB Lo
n M = % B
ERLUBHBIEEBRUTOLEBY TH B,
b g a g A HY RAH—403% 4007 + ¥ 7 L EE
B & B BR—451 v=all vrvFL—va BB
(2) AR E R
Bl DA HURE 1m1 2 FHAK 10 0ml THRL THAERNEEES L, T OEWK 5ml
EAEL4Z ORY 2 F L VEBERECBL, v VBYYFL—var - ho v
—ﬁ”%@@rﬁﬂﬁ%ﬁvn&&~9®ﬁnﬂmﬁim<.%ﬁ%%%ib\iﬁ
A DR BRI E it U 720
8} HEflh o HERE
AR P ORMEESZORECIETCT, BEY ¥ 7Y v Uiz L TKREEEZKT,
HEMETBP THEE SmICHERT 2 LI X0 EERE L EBRISEICREL S
KRB LZDL, QERRICT BENEL CLEOBERAB ORECL ORKD A3
FTEe%HZR (Table 3.6 ) & HRRK PR (CHE S N AEFRE 2688 nCi 4g Ru
(BEH10B24BME) AR OT, V7 =7 ABEEHBE Lo SFERIRIZKR2—
VORNRIRT L EDTHY, stEMER, HRBREEOHE (Table 3.1 ~ Table
3.6 ) ICFHBT 5o
Bx, ZBHHYESmIICBELT, TOTREZ 9000 seclliE Lichs, Nv 743
TV FEENBOEHBINY, BHEE, ThE bR R ELT I, BE
AT IYHEENy 7T FDOAY Y N EOMOEL BN ERM TR UEE R
HEBEAL Lo
3.2.2 v 3I YO
EE AR, BHEOY 7 VB, RREKRIEF b)Y AKEETRRI L, $51C5 %5
B b v KECAARI D 5 Vi, T Ik S, B Lo

3) KP Hbo, SfrkE 14, 1141(1965)
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3.3 ERERBIUEE ,

HBRBEL T =7 .88 TBP, BREBREN T =7 L 2E TBP BLUTBP-DBP S
B, WY 7=NEEFTBPHE LU nCy Hy —TBPBABEOWTHEEZL-ES
b, Table 3.8, Table 3.9 B LU Table 3. 10 WRT L IKHEHE LS BN F=T L1
VLY 7 YRBRESNED ofo #oT, BEFOYFYBRULVT =7 2OBRHRAD
HEZEHLENOMILEDOEFELREL T, HHEHOMERDBELEFGLAKRORH
THOBETHLTD. F. 2%, HOD. P.3ZOMELETH5 & Lo

ZORR, WBRY 7 =010OD. F. {3 TBP — n—CpHys T 5D n—CiHas DEIN DK
26 ><.105 PIE, TBPEIR®DE(Z8 X10°L L& REDICHLT, BEEBELTF= T LY
HTBPR#5 TBPEROBR10° 4 — & — LI E, MEBBRELT =9 L4FTBP H50
TBPEIR TR0 F — #— Lk &30, ARBREHT O L 5 NREFEANHAROREET
3, WF 2T APRECREREMEEZERL, V7 VORERERD. F.2TEHSC &
(5 5 7o

Wk, REBEPOVF =y A BER, BHTAEOCRETERBE T 1.5mg/ml |, &
BRETH1004/m ThHho e HHLUEERE T RutRhEENS Ci/n® BELFTHES
NAEDOT, F+ I F¥— TV —ELTLEX1 0 ng/ mEENIH, REROBERL S
EEMETEI -4 —LOBREE£155CLE/ET 50

Fo, RABRTE, il - ZEBEMROZEAM MOV =Y LEFE R, EBEELRT
EL7o COFEBIEE, Table 3.1 ~Table 3.5CRT &LV ThHB, RPT, HlE
;U%%ﬁ¢%%m5H5@%®ﬂim£%ﬁéUfm5®m.mm%lomePﬁﬁ
o 1 1 ICHKAT » E AR OB RA AT S 070 L & % & CABEISIC TBP ks
BHEL, TR 7> Talb okttt bDEEbh b,

S, SHOFERTHE, 7 =7 LOFENRE, BESIUVETNORTEESELZE
méﬁkﬁ,w?h@%ﬁ%%&ﬁ¢wum%:WAﬁﬁﬁénﬁmctkm\Cﬂé@
SHEEEHILLBEOD. F.OZFRLRTICRRET L, 570

7, BEEORULE LT, #BEBLRRIZELTARICMAZC &icky, TBP #
FREOPBEID B FETILEIOCNIEUTCRELT TR EBIULT
=Y LEMAKE Y 7 VIRMAN OBAT, BRI ORERARCERNSHEC L1
T =T LDOEBRFCETLRIGEEZEET S L TE KHBRIBWEER 50

HED XS, Bl 729 686 CITHBRNY 7 =7 LKIEE» S TBP CHBMEICH



méntw?:vbmé%ﬁmL%@@ﬁ%f@%%ﬁ%&@%ﬁ@ﬁ%?%@@@BP
EEREGETTAT = ahD. F. £10° ~10°4 - F R FREFER31T L0, &
RUEBELER LB EEERLAZDOT, RORT » 7T LTREEBBELER L ®
v PelBICL YD, BRFRHPONMNT =7 2ZFDOr BREELZHELAB UKEL BT 3F. P.

DIEERIBEZRET T ECLEMBARLEELS,
—HN N TV LEFILHETEF. P.ov s VESEHESTICEE LLC LITLEE

BLLT
@ #EEFHTOU, Pu, F. P. R EOLBLAMICLS TBP DL 5 ic k 3TBP

BREQOETHLSTICEN TBP OMECKTOE
@ HBHEHEHEICLSTBP 3 EORMBRSELRDHMEIL TBP R ICRIT § B8

BEDBREIBBLELER 2,



4.

T B P BIRZ B h RS
2EZBENTRNLAREZETEICL BT BPOENKEIZ2WT, S5 ICHRERRICK
DEBEBABEROKEATIL LI, RS0 2 2ERHLT 2 DICHERTETF —
FERBBCTEZBNE L

ARBRICBNTE, 270y y—TBP HEEROESEFRRLT O, FEEEHL
7o THRAEREELETFHAR | ORBREZEIEL, 56T, TBP-DBP 24 L Ll
BREOESEEARET, TBPAONEFT BED oy Y, DBPE XUHNO, OE
BEBEEET S E LS, BEARTE ORBHEC TR L 1o

4.1 REBHFESLUEE

FHRERREZFEO 70 X7 0—%Fig. 4.1 BL U Photo 4. 1 ITRT o

ZEREBLUERFSOEBE Fig 4. 2 10R T

HERBAIERTHY, RAPOBRENE 849 mmd THY, FHEME LT SUS
3168emm v/ vH Ny 2/ E1000meHAE L 2o REROBERZF-TE—%—
BLUOWBMIC LD REFOARPOBE & F—IC1E5 & S - £iEB Lo

HEZIHFGH401 THD  THICEMBRHDO A T -2 —-DNBUSNTHY, TicH
FRARMEMEEMNBLANT YV Y7 7 ANV EBUTASI AR T B LICXDEREELER
HHETEI/BICR TS,

EEECZEMARAMRZES (EZHEHE 0.2°) Thh, BEETER L -EREE
WS, FTERMET—-BREGTEERL, BRI 5 _EEARPBEECTHT
Lk, 22y 7iC—iREB L, FrERMEICREH Lico 08, BRESM4 = -k
DEJMFE VT ORREEZ I Y P - LT L LRIDERCRET S LNTETD
50

REHARER, 3 ~10mmHg( RYEOHEER ) ORET T8 W THEHSAYNCTT O, REER
20 ~ 40 kg R R B ICHIAS, AT -4 — L O—FEBHERTMEAL, EH Lo 105,
RAOENZ, 2MHBCETSFER I A LIS I -V FFF o7 (P IVLYy—F7F
ATA AW KWL, AERYFICXORE[THLEBIENFERELIVENELE
BT EMMEAREAOCT—EIKaY e~ Lo BB, Yov - TBP-HNO; &
AR OBRBERRICBOTE, -4 Ft 70 FLEER Y ORICKRAKBRIEF F )
L3250 g&FRELUAHNO; BRINE A £ 10



HEREEZ, TRO7yo vy yBLXU2 1.1 LEHEOTBP, DBPE LU HNO; 2HNT
Fh E DARBICIRR L 720

42 4 B F B
%&ﬁﬁi@%ﬁ¢@TR&DBRﬂmPﬁiUmﬂdhOHEEM&LZ&EEKL
TER Lo
HHEBIUEBREOKEIRTIIS K 2249 [AHBERLERR FE ] KELLTHE
Lo
BHROMEMER, HABK 30g £ZFEMICERL, B LR, 1057C HEM
NI ERERE DT 3 BEINHA L, ZOREASHEH Lo |
7oy y—-TBP-HNO;, REFKOEFARIEY 2B MMKT, REBEEBEEL iz,
B BIERGAMODEL 101 B SORERES 24 A LT, 41 0nmic B OTKE MK &
LTZDRLEZPIE Lo
IRBINA =7 bvid, BAGHR TEGEHIRA-28 IR B 2RI o2 —2—%
ERALT, MREIK L - THIE L o

4.3 EBBRBIUEER
431 s ovry—TBPEEAR
5 ~10mmHg, Btk 1.1 KEOTEE HDO TBPBEMNE LU0W,/ "o DESD
B ABERAL Table 4 1 BLU 4.2 BLUPig 4.3 BLU L4 TRToF -, B
fﬁEPOJTBPi%E&%’Hj?fEEP@TBPEE@Eﬁ%% Fig. 4.5 TR T o
Fig 4 4 iCFRFT LI, ASEERERLIOER PO TBP MNEMK I, TOBEEH
TOWW% P EiEs LEHIEPOTBPREISEICHR L, Table 4.2 TRT &L D
KRR Oy vy YHASORIZLENE R L, BRODOTBPEEHN 9 W/ W% Tl
S R DH IO TBP BEEL 63 W WHTH 5o
Table 4.1 B LU 4. 2 DERITE ST, McCabe - Thiele B2k O FHEMOHET.P.
(BRBEIBRCHYSIAERBR S ) 28N LR % Table 4.3 TR 7o HREBE
v L R 0923 REMADNT VEBDH o1, REBRRGCBOTERBRE L —IE 1.7 3R
EEZABEHETP TN 600mmEEHS I, BB, HETP. Z2HBT57H0D
FRRERERAL Fig 4.6 TR L ds, [IEEEHRIT 2 23 TR LEHRERARBERD S



n-C 2 Hys ~TBP R OHIERESS0E L, 27 oy Vg n-CpHy &A% E LTHE
o tio Ff, HRBEO/ N7 VFRATBPOLSWBEROBELFRR TSI bDEEZ NS,
432 4Suyrv—TBP-DB PEEREK

dmmHg , B 1/11CET 520% 7 5+ ¥ —30%TBP—50 % DBP REEKOH
TREBABRER T Table 4.4, 4.5BLUFig. 4.7, 4.8RT o

B#HPOroy YHYEFDERLENEHRTIRECECTERKRTOTBP EER
RBICEATE L bic, ENEERE/MEEZTR Lo 301, BREBRMELST BT
OTBPHYZFDRELENHINT LB ICRT L, HHEdhOn-C, Hy OH BER
RBITHRLURE86W WHICETHLE DU ZNOEIIAR LR LRRAK
14 mmHg 6:& L

4.3.3 #Huvv—TBP-—HNO, BRER

10mmHg, B 11T 530% 50— T70%TBP—0.2 NHNO; BEEEO
M & EHR B R4 Table 4.6 BL U Fig. 4.9 IR T

BHETOBRE T, FIEICHE T 0017 8mole, kg EIEHITE A, EBMITET L
T00005mole Kgilitdo 2L IWHBEZRUIMERDOroy YHEASDIFIZLEN
BHTIRBICENT—B00020mole/keZ TLERLAB.BURAICET Lo

L, HHREREBEOETL &L SICHHREIRRBELELADT, £0410mm
OHEEDOEREAREL LT A, Table 4 6 KFRT X HiT, BBEBREFOTHITHEN
TEHBHEDDOBRE OB ICHE LT—EEA L, KB TEERRTOBRE
EEMERIKABICED LTS T EMAA LI, L L, Fig 4100 T EHikik, £
BELPa— W Fb7 o 7HEOIRBIARY PLORIEZRITE, = FoEogER
NETH31560, BLU1350cm’ HIFCIETRILTED 515 - fo s, HNOgIL
BTttt DBEBEZETATBPEnEr o v ORRERYBER L, D, £
REDODLERELEBICEDEBRENBAL TOE T ENEHENTNLHER SN

ARBRICET SHNO, OHBERX OHEHMRE Table 4.7 TR T FHiKiCHEHB/ L
HNO (38!, £, 23—V F 7o 7BLUHNO; BE~E + 07, 4, 31 BL
B 1%BTL, BIFO 64 %32 1 3.3 TRNAEBEFABRER L AR C20MEER
HTHotio UL, Fig 411ITRT LD ICHNODESREZ Y0y Y BLUTBP &
HRTERCREFHTE, HOREFEZFLFCL, SHEHNO; O~ F 5
y TOBTENBEATH o &5, Yoy y—TBP-IINO, HERKLXETT



i, REREOTHRICBOTHNO; DXBASH 2RHE L U TRARTE &
FEEh 5o _
4.3.4 TBP-DBPMEERK
4 ~10mmHg, B PO (DBP+MBP ) #IBE 0 ~25W,/ W%, BEHK 01 ~1,/35
FUEEEAESEE 400~900kg/m* h OBEEETT - ESEERBRERS,
Table 4.9 ~ 4.21ITRFo E /2, BIEEHD—EREZ Table 4. 8ICTRT o

Table 4.8 Operating Condition of Distillation of TBP—DBP

Solution.
Run Operating Condition Table
Ne. Initial DBP | Reflux Ratio | Averge Boil No.
Conen. (W W%) (= -Up(kg/ k)
1 10 01 700 4.9
2 20 01 700 4.10
3 15 2/1 700 | a1
4 15 1/1 700 4.12
5 15 1,2 700 4.13
6 15 1,71 400 4.14
7 15 1/1 900 4.15
8 25 1,71 700 4.16
9 95 1,72 700 4.17
10 25 1/3 700 4.18
11 0 . 1/1 700 4.19
iz 10 172 700 4.20
13 25 1,72 700 4.21

B 0/1 (HEE) 0BE&, Rum 1 8LV 20#R25, £ ® (DBP+MBP)
BE-FHEDOBE OBKE, Pig 412087 XD, 2.2.3 TH~/TBP-DBP
Sk O EFABRER L RROMER R Lo

FiEROBRECRZTERLOEE L, DBP fIBE 15w,/ w% OBE5Run3, 4



BXUS DEREMDS Fig, 41310, DBP 41EE25W,/ W% DHEA Run 8, 9 5 LU100458E
25 Fig, 414835, WINOERSEHEPOREL00003~00010mole kg
ThHh, BHlHM2/1~1/30HHTEHETZERD S, 10

BHEFORBEIKIZTEARIEEOEE (L, Run 4, 6BIFTOREEMLL, Fig
415RT LD, 0.0003~0.0010mole/ kg THY, HBREZEEN400~900
kg /m®. b OEETHEZOEEEERED BHES -0

BE, WThORRIEEWTS, TOREHBECHIICEOT, Fig, 416 ITRY hAWE &
HRO—FITEWEIEL I, BERICHPHI~NOBHETT v 5 Y 2BB T 380K
MY T 2HSOEENED SN, DBPELUMBPOHFINEHMZOMER EH L hicE
2T do L L, TRBIR RS b @EERIEOEMIED S NT ZORER
TERD o fehs, BTHL, COHHEIZTBP /-3 DBPOSRICL DEKT S TBP
IODEHRROYELELILGN S T2, RETBPZH - Runll ORBROIFITH
THTOYEDOFEMETAD BN
| &30, WARRE LTTBP-DBP BEHAKEM O CEMRBMO TR 4%
ERBEBRT S5 00RBRE, 4 ~10mmbg, MK 1.2 OREEHETRuNIZ B U113
EBOTIT o0 FARRTHE, KEZORBELOHH» S, 9 Runl2icB T (DBP
+MBP ) REMIOW/ W% DHIK 3 45kg ZH30W, W% F TEM L, 3 54 S Run120
ZRICTBPBLUDBP A A LT (DBP+MBP ) BE2TW,/ W%DEK 3 7.6k %38
RUKE, Bul3OMBREToo TORKES Table 4.20, 4.21 5LT Fig 4.17
BLU 418 KFRT o

RERdBROMR, BUXL/ATBP OHRL, Table 4. 22 IKRT X I, HE 0978,
ERFEF 0.000 6mole kg, n-C,HgOH 0.23W,/ W% BLUMHAKE0464% &ZD
mEEHRTBP L NETH - T fco LpL, Fig. 419FRT IR BRI R <7 b
NVICETIRTBP S OERLBEA LD SNIID ot —H,ZE (3 Photo 4. 21KRT
L DICHBEBOWDL 1 DUWHETHY, Table 4.23 KxRTLSickE 1107, DBP
65.2W/ WWHhHELIUMBP 23.7W/ WHTHY, 2.L.3.1 LAKOIFERTH %o
72, Fig. 4 20 /T EED] RIBILA <7 P VICERAEDBP LOZEREITLEAE
WD SR 5 o

L, Table 4 20 K RTHERBROMBERNLOBEMBERL S, B E LTHIA LY
TBP AL 0RIZLAEZHME L LTEINT 3 C ENFRTHAC &EHBEREI M.



TBP B3LUDBPOASRICLDERT S n~-C,H,OH OEBRECERBCHT 34
BOEEER Fig. 421 RRT X DL, BREELOFEERBHASED SN, 165C fEL
SEBEICBA L, B8, WTFhoHBicB T, 29—V FFF » 7 0iEn - CoHe OH

ME60~80w,/  wUhaH LTI,

UMbz &iro, TBP—DBP 2 XML LoBEHEE» SRISEFEICL D BIET
TBPZ[EIN T B ELNAERTHDC ENERE N0 LU, ERLATBPICE
TBP BXUDBP ONMEERY THS n-C,Ho OH DHEUBRA L, Hic, ZBERME
DBRIAICHE CTERENERL175CULCERTRE, 1 WWHL L3, F1o,
REBREOMMICE T, TAhY) MBS 2 HRICHL T 5YBIETEET S &
WHBAL o3, COMBAREEZTEC LR TELD - o

HM%@%%$%KOwTH\%ﬁ@zL3$£UZ&3®%%%%%EKRM%£\
HNO; DR EHNO BRI B L UNO, ZOH RRYE & 11 - TEHEBEEOTIC
OTHRARLRT26DLFEEIND, 72, HNO; EET I LI LD TBP BLU
DBP Oo#EBRMEEACNIRBLOMENFRT S ENBH LN, COY
BERETZCER@TELD - o

TOovYOBREEHICONTR, MFEEERL: [ AR SIR B T 2R E |
OFEREFEFARETHY . bmm~ 72+ OH. B, T. P. (260 0mm T
Hoto

BB, BREBRICE T, TBP-DBPHEKAMINER T AEOH E. T. P.ZD7REY
DEHBEER, BEBIUBHEPOTBPABE I HEER T EMNEBLNT L,
AIZR D 2. 2.3 TR 72 TBP~DBP R OKK FHER I HMERYICL O B LT
BEDOMEEBEREBATOTCESERBEEZ L FNBRYUTHEC LENS, Bihd 5
EIRETH - 120

14 FHAZZEORIFICONT

4.3 TR~ fc kS, TBP-DBPHEERE S E SR ICK D TBP 2 EINT 3, &
ABROBRMERMOBRICBOCTEIHMEPOME$00003~00010mole kg +&H
EZRRDONE o EDE, bmmT 7= F VS0 VS OH B T, P& EYELL
BT BCLEABELELLNS,

LU, PRERERZEHEORERNFEYEIcL Y, TBP-DBP EEEFOESES T L



DIBIIHRTBPICHL T EMEDOTBP A2 3ZLBEINT 52 & MAETH o710 L7hs

> T, FEBRRE OB ERCHE U CHRERNEFE LR hid, FlRoBELRES 2

CEMHRETHBEEZ LN B,

T, UTFThRRRRSFORERETREOBRFHHELE T

(I} ERWGILELF

(1) TBP—-DBPEKDEINER L 5 ~10mmHg DIHE T IC B CTESHICHT 5o

(2) HEBBAREERNEL, 2OREDE LTEREREYMTCHEv I wh vt : Y
7EERT 50

) HEHYOFERBES X
2 OEFEFICBT BB REE—BIC (41) R D Rose DEGED SRH 5

1,
24/ lga=R, S=3.5  loga (4.1)
foti L ¢ : ERE
R &l

SIR7Fo 7

O WEREL 22 30RENLS =130 LIRFETEE, R7» 78S L URER L

1L14<R,S <166

EEHEh5,

~7 RAIFRERE L7 [BAEEFEAENE TSR | OKE, o v y—TBPE
BHOWEEEOES, 9mmv 72Hh ¥y £V OILE T-P. (2600~700mmTH
D, 2, L3 10BR6mm7 /~v+ 20y %27 OH B. T. P. {4 600mm &i2ITH

ROBETH ofco LIcHi-T, REESSEZ(4.2)KX05
Z=SHET.P. C(42)

e L 7z s REESX
S : AT o7

H.ET.P. : ERBREI1BCHYTIHEESS

Z=680~1000 {(mm



EREEEh B,

Lichio T, REYOXREBSZIZ1000mm &7 5,
() EAFERIEEBICEE

FHAZBEORAOENIRRELOBRLOEBAELTICENEET LI, L1t
MBoT, REBOEHRRAZES ULAANEZ Lo, —GETBEEEX SmmAg &
FBo L1zhioT, Canon 5D bymiv 7=k o0y 3 Y 72 R L BADOEHRE &
ERRJEEORFD CENFERLSEE L T00kg/ m*- h& 135, Nk, KRRICH
7% TBP—DBP B OEHNBERLEANRIEE LOBHIE, Fig. 422 KRT LI
Oannon & D n—Decane-Transdecaline FiK DA OW|E & FIZEEOERER L 2o

~%, Bk 11 EREL, bpOoBRKEEE 2ke/h THRESTZ-DLTEL, B
Bt 85mmp & 1550

BLEOERG, dREEBREFMORERNZTEDOME I Table 4.25 DL I IKRE
‘c':ih,f:o

Table 4.25 Skeleton of Distillation Column

Column e SUS 3B Sch 5s (891mm@0.D., t=2.1mm)
Packing s+ 1/4inch McMahon Packing

Packing Height 3 1000mmH

—27—



%
BRBERRE,LCTBPE M 4H%E L THETICBT BEPEHEIICODOT, Kl
AR BLUPHEARZT - R, KOX I LT LMW LITE 570
(1) 6mm= 7= Y/¥y 7% 1000mmHEFE L A2NE 84.9mm £ OAERNEFELH O
T, 4 ~10mmug, Bl 12, PHERNRIEE 700k, /m’- h ORERHT, TBP—
DBP REBEKzESEZE TS Licky, REBFRESTDOTBP 23RELERBNTSC L
WERETH B EMER SN0 MR LATBP XHEE0978, REE0.00 0 6moleKg,

n-C,HeOH 0.23W,/ WHTHoio

&

(2) n-Ci2Hyp ~TBPRBLUTBP-DBPROHEREIIR 50 BL U 130 LEH IN
7a '

(8) 150CL LIBT3 TBPOSRERGEIRBI EORMEBLEZ Sh, TOFMHELT
WF — (315 ~20keal frole E B S futzo F72, DBPH L THNO,; H#ET AT Lick
HTBP DEBRELLIVEEENE T VBRSO, TOEEHROFFIEIHNO; >
DBP T &Hoto

() HEBEKLSTBPAZRNEZEF T AEORu B LU UDEFEF 2T, RRBRET
o g, BERGEOBBATERu I BREOLAYLERT 2RBEFAD ONEH 5T

EHIE, ROXINRHEBERBHLN Lo 7,

(1) TBP-DBP BEBEOESEZICEOT, TOFWECRI T H Y ZHEET 5558 ICH
LY oHENEHLCE, FRHEEORMICBOTERREMN175C LlLEikiss &
BB TBP BLXUDBPOSRBERYTH S n-C HoOHM 1 W W % BB I
BENAC L, SSERERBEHPOTBPHNFORIZLENFELTIRBEBOTEERAVF
el El->c &, HbiocEms, 2h s TBP, DBPELUMBP OARICL
DT SMEORRE 7R MR OMBEY (24 Y75 7 2 ) £+ RE LTER
TBP OFMEETT¢, TBP QLUK HFRERN (RNENS) 2RETSLENH5,

2) TBPZEM LA-BOEEE, TOEMRSIEDBP ELUMBP LEZ 5hbh5, ERIK
RINSHHRERDHBEECHE LTR Y v —~FLERLTOI T ENTFREINBIC LD
5, TOWRETHILETSL LI, SHLCEOUBETHAET SHEND L.

(8) MREHEWPICHET 5 HNO OEMEF T, T OKBIEEHRIEOTHICH THNO,
BRBIUNOENHZRYE L LTRIAANBRF THE T B FRENIo L L, HNO;



PEELBEOEMREBREBEZZE LA ELE, RAOYMEBOEENREDH LN B,
Lichi=T, HNOs OB HEE , DI TBP OB EES LT HENO: XETCBIT S
n= Ci2Hes , TBP, DBP D {EERGEHICOOTHHMBET 3HLENDH B0

(4} TBP-DBPIREHAROHSOFERRFEOXEALEE (H.ET.P. %) 24HORE
HRPOEETAICLERETH - co TORKIZ, BHE B LTEHDOTBP BE%
EEEEICERBTOCELNRETH o /mC &, HEBOBEL, BhikE Ehix
Poftllitdbo LIH-T, REZBOWEETV, SOICHNTEERGTETS
BRETO &L b, TBP OEEEEFEC2OTHIEERN L, THALEE oxgs
HAE+ICIBET 5 HEND 2,



6. 7o il —
BREFIDZEFBEC LD HABREREL S n-0,HyyBLUETBP 2 T3 04 E
- BT BrcwiciE, ILIRIRD &S BERET O, A7 0+ X ORAGHIRMET > LEMNS
%50
(1) EMYX n-Ci2Hae # LU TBP OFEM
2) FBUBEREDL S n-C2Heye BLETBPZEN L 22 BOMNEHEDBER
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Fig. 2.1 Apparatus for Fractional Distillation.



Photo 2.1 Apparatus for Fractioal Distillation,
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Table 25 Distillation of TBP from TBP-DBP Solution

Material Balance of TBP, DBP and MBP.

90%TBP—10%DBP| 70%TBP—30%DBP| 50%TRBP—50%DBP
&) 431.9 335.8 240.1
TBP
(w,/ w%) 89.1 69.1 483
() 5 1.4 146.8 251.6
DBP _
Charge (W, " w%) 106 30.2 50.6
(2) 1.5 3.4 5.5
MBP -
(w/ W) 0.3 0.7 1.1
Total (g) 4848 486.0 49172
Distillate (g) 4417 3 36.6 2491
() 186.0 8 7.7 1164
DEP _
(w, w%) 43.8 6 4.9 6 0.6
Still () 16.0 29.0 81.0
MBP
Residue (w/ w%) 43.7 21.5 422
Total (2) 36.6 1351 1921
Cold TrapResidue () — 4.9 5.5
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Fig 2.5 Distillation Curve for 40% n—-Ciz2H2—30%TBP—30%DBP Solution.
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Table 2.6 Distillation of TBP from 90%TBP—10%DBP—01 N HNO,

Solution

Material Balance of HNOs.

HNO;
Weight ®
Weight @ Concn w/'w% [Recovery €0
Charge 4804 2.9 061 —
Distillate 4185 0.04 0.01 Gav.) 1
Still Residue 3387 0.2 0.52 7
Cold Trap Residue 7.5 - no mesured —
HNO: Trap Goda Lime) - 0.2 - 7
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Fig. 2.8 Vapor—Liquid Equilibrium Distillation Apparatus, Othmer Type.



Photo 2.2 Apparatus for Vapor—Liquid Equilibrium

Distillation, Othmer Type




Table27 Vapor—Liquid Equilibrium Data at 10mmBg for
n—CizHze and TBP Systems.

Temp| n—Ci2Hze in Liquid | n-Ci12Hz2e in Vapor {Relative Volatality
() (mole fr.) {mole fr.) )
935 0880 0995 27
905 0868 0998 76
92.0 0802 0996 61
930 0781 0995 56
94.0 0743 0994 57
980 0577 0978 33
980 0558 0976 32
1020 0431 0983 76
1035 0367 0980 85
1130 0216 0931 49
1140 0208 0928 49
1150 0196 0945 70
1220 0137 0907 61
1390 0134 0601 9.7
1345 0127 0741 20
1370 0.048 0733 54
1390 0039 0666 49
1430 0.025 0625 65
1470 0017 0483 54
1490 0014 0446 56
1535 0.005 0170 41
154.0 0003 0.060 21
1540 0.001 0033 34
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at 10mmtg for n—Ci2Hz and TBP Systems.
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Fig. 2.10 Vapor—Liquid Equilibrium Data at 10mmHg for
n—Ciz2Hz¢ and TBP Systems.



Table 28 Vapor —Liquid Equilibrium Data for TBP and DBP Systems.

Liquid Composition Vapor Composition Relative

Temp.| Total Press. )
MBP DBP TBP MBP DBP TBP Volatalyty

(T | ( mmHg) (mole fr) | (mole fr) |(mole fr.)|(mole fr.)| (mole fr.) | (mole fr) (=)
1450 5.0 00012 0014 0985 00003 00013 09984 9.5
1440 5.0 00035 0059 0932 00006 00008 09986 52
1440 5.0 0017 0.091 0892 00007 00011 09984 76
1470 50 0010 0147 0843 00003 00007 09930 190
1455 50 0019 0161 0820 00008 00014 09978 100
148.0 5.0 00095 0186 0804 00003 00015 09982 140
1470 5.0 0021 0247 0732 00009 00018 09973 140
1490 5.0 0038 6281 0681 0.0008 00024 09968 150
1540 50 0052 0402 0546 00003 00055 09942 140
1550 5.0 0074 0434 0492 00010 00055 09936 160
1685 5.5 0240 0484 0276 0011 0017 0973 95
1650 50 0162 0586 0252 0003 0.058 0939 46
1829 0.0 0285 0615 0100 0014 0017 0969 280
1800 6.0 0321 0599 0081 0024 0019 0958 260
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Fig. 2.11 Liquid Boiling Points and Vapor Condensation Temperatiure

at 5~10mmHg for TBP —DBP Sysiems.



1.0

0.8

bt
=]
T

(mole fraction)
-
Hon

YTBP
o
o
T

Fig. 212

0.2 0.4 0.6 0.8 1.0

XTBP (mole fraction)

Vapor—Liquid Equilibrium Data at 5~10mmHg for

TBP —DBP Systems.



decomposed (%)

TBP

20 ,

i (j) 100w/ " wHTBP
Temp. .
| -O— 249~250TC
-~ 224 ~226C
- -~ 217~2197C
- 196 ~2027C
15 -~ 175~1797C
- 144 ~151°7C
10 —
(D £
.
5 ? &
oy
-~ - (&
) y o (2
T e B
0 & & ¥ L | ) |
0 5 10 15 20 25 30
Time (h)
Fig. 213 Decomposition of TBP.




TBP decomposed (%)

0 wwHTBP- 10w w%DRP
Temp.
- 199~201°C
6k - 174~175TC
-0 149~ 151°C

Time (h)

Fig. 2. 14 Decomposition of TBP in Contact with DBP.
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Table29 Decomposition Rate Constant of TBP

Zero Order
Temp.
Composition . Rate Constant
o mole/%kg-h
249~250 0439
224~226 00661
217~219 0.0509
100w/ w2% TBP
196~202 (0155
175~179 00040
144~151 00014
199~201 00570
90w, w2 TBP - 10w,/ w%DBP | 174~175 0.0132
149~151 00058
185~188 00695
TBP — 01N HNQOs 173~174 00379
147~151 00074
170~172 0.0517
TBP — 02N HNOs
149~151 00218
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Apparatus for '™Ru Tracer Distillation at Reduced Pressure



Table 3.1 Experimental data,
Radinactivity of samples '
. Samples Ry contents
in &} Days from Redioactivity ’
of samples
Run Counts Factor of . o Dote the in t:" Volume for’ Dilution Ratio of Total Ru Ru
counting (Radinactivity 24th October | 24th Oclober | volume (Concentration? | Isetope dilution
per second |otficiency i mzagyrement ratlo (10 / 24) Ru balance contents
No - cps eps-1Ci nCi day nCi ml ml nCi AgRu mg mg mg~nl
1 2 3 @ % & @ @ 5 o a3 DF.
&r * =&/ T =BXE @ =6 ) @./®
=/ |
: B B
Inorganie phase (I)H 134410 5124 1623 (3 %5 29 136.8 30.0 0.5 60 2688 97.5 — 3.25
Inorganic phase (I} o 126662 5124 2472 11722 29 4117 23.5 0.5 47 2688 720 — 3.06
Organic ].3]133(3(!)"—”"(—.r 149.1¢ 3124 2910 1142 29 48-16 550 0.5 110 2688 19.8 — 036
Balance e — - — — — - - — — — o 5.7 —
I previous still residue| 282242 5124 5508 P22 29 9173 55 0.3 11 268.8 375 —_ 6382
Feed 50366 5124 2829 [1V92 29 163.7 59.5 0.3 119 268.8‘ 725 — 122 {----e- @
Distillate 23x10% 5410 4.25X10% {1143 35 787x10°% 47.0 5.0 9.4 2688 2.93x10% e 6.23%1 07| B
Still residue 336440 5410 6219 1148 35 1151 4.5 0.5 17 2688 728 — 856 ‘%#2X10“
Balance — — - — — - — - -— — - 0.3 —
Inorganic phase (""" 126662 | 5124 2472 | ipag 29 1117 230 0.5 46 2688 705 — 3086
Inorganic phase ([l)-HHH& 125024 5306 . 235.6 11729 36 4438 180 0.5 36 2688 594 —_ 330
Organic phase B*¥** | 25108 | 5306 47.32 1149 36 89.13 565 0.5 113 2688 315 - 0.66
Balance — — — - — — — — — - - 264 —
2 | Previcus still residue| 336440 5410 6219 1148 35 1151 8.0 0.5 16 2688 68.5 - 8.56
Feed 57329 5306 1080 1429 36 2034 63.5 0.9 127 2688 96.1 — L1 [ @
Distillate 227x10% | 5306 4.28x107 | 1149 36 8.06x107 52.0 5.0 104 2688 30x10% — 5.77X107
Still residue 5354.85 5306 1009 11729 36 1901 6.0 0.5 12 2688 849 ad 14.2 -g—=3><10°
Balance - — - — - — — - — — — o112 —
# H=3 X exp (0369"‘;43 x @)  x% For distitlate @ =& & *%r Before c.-xtravliun #®%%  After extraetion




Table

3-2

Experimental data.

Radioactivity of samples
. Days from Radieactivity Sarmple Ru contente
in @b .
r of samples
Run Date the )
Counts Facter of in the Volume for Dilution Ratie of : _
ti Radicactivit; R s Total Ru Ru
counting ity Volume (Coneentration)] Isotope dilution
per secord efficioncy 24th Oectober 24th October measurement ratio (10 / 24) Ru balance contents
No, cps eps./nCi nCi day nCi m} mi nCi/fgRu mg mg mg-al
& e @ @ B @ @ B @ © ©® | bF
& * =®./D BB =00 | @8
=1 /9 (=8 Opx
inorganic phaset™™* | 125024 | 5306 2358 /59 36 143.8 175 0.5 35 2688 57.8 - 330
Enorganie phase M *| 125027 | 5265 2375 |14 37 1553 125 0.5 25 26838 423 - 338
Orgenic phase ** " * | 25107 | 5265 1769 |14 37 9142 535 0.5 107 2688 364 — 068
Balance — —_— — — —_ — — —_ — — — 2Q.9 —_
previous still residue | 535485 | 5306 1000 1159 36 1901 55 0.5 11 2688 718 - 14.2
3
Feed 57327 | 5265 1089 1149 37 2088 580 0.5 116 2688 %0.1 - 155 | oo ®
Distillate 227x10% | 5265 |431x10% |1L4 37 826x10% 470 5.0 9.4 2688 30 7%10% — 653X e 0]
Still residue 777397 | 5265 1477 1140 37 2831 4.0 0.5 8 2688 84.3 - 211 B2x 100
Balance - —_ —_ - — — — — — — -_— 058 —
Inorganie phase (D*¥* | 125027 | s5.265 2375 |14 37 4553 120 0.5 24 268.8 407 — 339
Inorganic phase (IF*¥*| 137725 | 5304 259.7 124 38 506.7 8.0 0.5 16 26838 30.2 - 3.78
Organic phase () **** 9708 | 5304 18.3 121 38 357 54.0 0.5 108 268.8 143 - 0.265
Balance — — — — - — —_ — — —_ —_ 38 —
4 |Previous still residue | 777397 5265 1477 114p 37 2831 35 0.5 7 2688 737 — 21.1
Feed 53700 | 5304 1012 124 38 1974 56.5 0.5 113 26 8.8 830 - 147
Distiltate 229X102 | 5304 432x107? (124 38 8.43%10°% 37.0 5.0 74 2688 314X10% - 849X 07 e ®
Still residue 284776 | 5304 536.9 124 38 1048 10.0 0.5 20 2688 78.0 — 7.8 (@
Balance - — - — - — — — — - — 2 50 — %— =1x109
* ©=@X exp (0'693 x@d) *%  For distillate @0 =6 /0 *%% Before extraction *% X%  After extraction

394




3.3

Tabie Experimental data.
Radiocactivity of samples 7
in & Days from Radioactivity Samplen Ru contents
fun Counts  |Focter of Datef i : “;‘:l’l” Dilution Ratio
ror second counting |Radicactivity 2dth October | p4th October | Volume Yolume tor (Concentration) | lsotope dilution Total Ru Ru
efficienty measyrement ;..o (10~ 21) Ru balance | rontents
No. cps/nCi‘ nCi day nCt ml ml nCifgRu m mg p—
b & &) & & ® ® @ ® @ © @
=0/Q * ~&/® -®®O e@sel P F
SE4E) ®/®
Inorganic phase (L% 235541 | 5548 1246 12/84 15 43696 29.5 0.5 .59 268.8 206 — 6.98
Inorganic phase )™ " *¥ , ., | 5548 16489 12/‘8! 43 805.2 25.0 0.5 50 268.8 150 — 6.0
Crgani phase (@ * %% 3477 6548 6.267 12/8l- 45 1383 545 0.5 i09 2688 561 — 0.103
Balance - - — — - — - — — — — 25 0.4 —
1 previous still residoe - — - - - - — - - - - - -
Feed sa77! 3548 6267 |12/8 a5 1383 54.0 0.5 108 2688 556 - 01063 |-enr @
Distillate 231%X10%| 5548 | 416x102 {128 45 8.18x10% | 410 5.0 8.2 2688 342%15% — 834XI10T e
Still residue 25343 5548 4568 12/8 45 100.8 7.5 0.5 15 268.8 563 — 0751 %-*l)(lﬂ5
Balance - - - — - - — — — — — 007 —
Inorgenic phase (I 202442 5548 364.9 12,8 45 805.2 245 0.5 49 2688 174 — 6.0
Toorganic phase (B su7255| 5394 4z1a 12,9 46 9462 205 0.5 41 2688 144 - 7.0
Grganie phase @ anys| 5394 5968 | 12,9 46 134 535 0.5 107. 2688 533 - 0.0996
Balance - -— - - - - - ot - — — 233 —
2 |Previous still residue | 504,49 5548 4569 12,8 45 lﬂiaivi' T 70 0.5 14 268.8 525 — 0751
Feed s049 | 5394 9.36 12/9 16 2102 585 0.5 19 2688 / .31 — 0.156  |erenee ®
Distillate 227x108 | 5344 |421x102 |12 46 9.46x10% 485 5.0 97 2688 - 3.52x10°% - 726X1 07 en®
Still residue 791.64 5394 1468 12,9 46 3297 4.0 0.5 B, 2688 9.81 et 245 %$2x105
Balane - —_ - —_ — —_ —_ - - — _— 0.5 —
* 5 ={3) % exp (2883 @ *% For distillate, @ = ®/& k%%  Before extraction #%%¥% After extractien

394
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Table

3-4

Experimental data-

Radivactivity of samples l .
- Samples Ru contents
in 2n Days from ( Radieactivity
Date of samples
Run Factor of the in th Diluti i
Counts . o 1o the- Volume for ution Ratio of Total _Ru Ru
counting |Radicactivity 24th October l 24th October | Volume (Concentration)] lsotope dilution
per aecond of Ficioncy measurement catio C 1.0 / o4 ) Ru balance contents
No, eps| cps/nCi nCi i day: nCi ml ml nCi/elu mg mg mg Anl D. F
® @ ® @ ’ ® ® ® ® ® ® o |
| @ , = & =@x®/ @ =@ & /0
D | A =B/ @
Irorganic phaée(l) T 1227253 3394 4213 127 4 16 94 6.2 200 05 410 2688 141 — 7.0
Inorganic phese () "% 243919 [ 5382 1332 |1241g 49 1073 150 0.5 30 2688 izo - 80
i
Orgenic  phase (B ¥ 1173 | 5382 7754 11212 49 1836 545 0.5 109 2688 745 - 0.137
Balance — — — —_ —_ - — — — — — & 13.6 —
3 |Previous still residue | 79164 5394 2468 127 ¢ 56 329.7 35 0.5 7 2688 859 — 245
Feed 7807 5382 1451 12,712 49 3435 57.0 0.5 114 2688 14,6 —_ 0256 [ @
Distillate 23x10¢2 5.382 427x103 129 49 1.01x10¢ 455 5.0 9.1 268.8 376x108 —_ B.OTX10 7]
Still residue 74171 | 5382 1378 122 48 3262 65 0.3 13 2688 158 — 243 %*a»cw‘
Ealance d - fand d - —_ — —_ — —_ _— 1.2 -—
Inorganic phase ([) 243919 5382 4532 1212 40 1073 14.5 0.5 29 268.8 116 — 8.0
Inorganic phase (8| 288809 | 5408 5340 12714 51 1310 11.0 0.5 22 2688 107 - 973
Organie phage () *¥*¥* 7939 | 5408 1468  |12/14 51 360 540 0.5 108 2688 145 — 0269
Balance — - — - - ot —_ —_ — - — L5 —
4 Previous still residue 74171 5382 1378 12712 49 3262 6.0 0.5 12 268.8 14.6 -— 243
Feed 13889 5408 2568 12714 51 6298 590 0.5 118 268.8 27.6 — 0468 [eoreee @
Distillate 226X10%| 5408 4.18x102 j9714 51 1.03+10°¢ 47.0 5.0 94 2688 3.83x10-8 — BASXIQT|eee
Still residue 121602 5408 2249 12,14 51 5515 6.5 0.5 13 268.8 26.7 — 4.11 %#EXI 0
Baiance — - —_ — — - — - -— — — PaXik:) —
* =@ % exp ¢ 0':9943 % () ) #* For distillate (=)@ *%x Before extraction 6% . After extraction




“Table 3-5 Experimental data,
Radivactivity of samples
Samples Ru content
in en Days from Radioactivity
Run T Date the of sample
Counts Factor of in the Volume for Dilution Ratio of Total Ru Ru
counting |Radiocactivity 24th October | p4th October | Volume (Conecentration) | Isotope dilution
per second efficiency measurement ratio (10 / 21) Ru balance contents
No, cps | eps/nCi nCi day nCj m} ml nCi/mgRu mg mg mg/m]
@ @ ® kY ® ® @ ® ® ) w | D F,
@ * =@/® =B x@@ 1=0.® | @ /&
=0/2 =D

Inorganic phase (%7 | 97783 | 5431 180.0 12,18 56 4820 6.5 0.5 13 2688 233 — 358
Inorganic phase (1" *¥| 260860 5431 4803 12,19 56 1286 20 0.5 4 2688 19.1 - 855
Organic phase (I)H'H“ 6307 5431 1161 12,719 56 31.09 540 0.5 108 2688 125 t 0231

Balsnee - - - — - - - - — - - 83 -

5 |[Previous still residue - - - - - - - - - - - - -

Feed 6307 | 5431 1161 |1219 56 3109 535 0.5 107 2688 124 - 0232 [seen @

Distillate 220x102| 5431 | 4.22x109 [1219 56 1L13x102 | 420 5.0 8.4 2688 4.2x10% - 10%10-8]-mmv ®
Still reidue 46251 | 5431 8516 |[12410 56 2280 75 0.5 15 2688 127 — 1.69

Balance - — - — — — — — — — — 0.4 — %¢ 2108

# B=@X exp (Q-_;% x (@ ) %% For distillate, @ =B, A8  *¥% Before extraction  ¥*¥¥¥% After extraction




Table 3-6

Counting efficiency factor of standard.

Radicactivity Factor of
Days from the In the In Counts counting
Date
24 th Ootober 24 th October )] per aecond efficiency
day nCi nCi eps epa ~nCi
2 ® @ ® * ® O=0 /®
11,22 29 2392 1436 73585 5124
11/28 35 2382 1292 69895 5,410
11,729 36 2392 1270 67388 5,206
117360 37 2392 1248 65707 5265
12/ 1 18 2392 1226 65022 5304
12/ 8, 15 2342 1084 60140 5548
I.‘_’.,/!] 46 2392 106.5 574.44 5394
12712 49 2302 101.0 54360 5382
12,714 51 2392 9752 52738 5408 .
]2/17;)' 56 2392 89.31 48501 6,431
1B @ x ewe YR XD
Table 3:7 Detection Jimit of radiocactivity in distillates.
Concentrate of distillate Background
Run. Time Total Counta Total Counts Detection limit
No- counts per second counts per second
3ec counts cps counts cps cps
w® ® W-® /6 ® @=® /® ® ~ o
| 1 7717“________9_0 LY N ,.___.2_2_ii.:_2__. 249 20521 2,28 2.3 x1 gt
2 29000 20817 231 20852 2.32 22 7% 102
3 EiUUll 20664 230 20962 2,33 22 7x10%0
4 9(7}7{17(177 1 2124_9 236 21374 2,35 229 x1 02
HNG, 1 Y000 21735 2.4 2 214176 2.39 23 1x 108
2 g0 20682 2.30 21036 2.34 2.27 X1 0%
3 Y000 21420 2.38 21352 237 23 x1o02
4 904040 20574 229 20822 231 22 6% 1 02
5 -——‘!yl)()()’iﬁ“ _2_.1“:0_.2 72.38 20960 2.33 229%] 02

* @:((9)2"’ (Il)g) = (%g“

—F2




Table 3-8

Decontamination factor of ruthenium chloride for TBP distillation,

Isotope dilutien ratio

2688nCi mg (10,,24)

CONDITIQONS FEED DISTILLATE STILL RESIDUE
Run Press, STILL TEMP Averapge VOLUME Ru VOLUME Ru VOLUME Ru
Beit—Up CONTENTS CONTENTS CONTENTS D F
No mmHg T g/ h ml mg./ml ml mg,/m! ml mg./mi
1 8 148~154 19 5085 1.22 4 7.0 <G.2X10"’ 8.5 8.56 S2x108
2 8 151~155 41 635 1.51 520 <58%x 107 6.0 14.2 >3X10%
3 5 150~179 900 580 1.55 470 <6.9x%1 07 4.0 211 >2X10‘
4 B8 148~154 271 56.5 1.47 370 <8.5%X107 100 7.8 SEIX108




Table 3:9 Decontamination facter of ruthenium nitrate for TBP distillation.

lsotope dilution ratioc ! 2688nCismg U0/24)

CONDITIONS FEED DISTILLATE STILL RESIDVE
Press. STILL TEMP, Average VOLUME Ru VOLUME Ru VOLUME Ru
Run Beil-Up CONTENTS CONTENTS CONTENTS D, F.
Neo, mmHg T g/ h ml : mg,/ml m1 mg./ml tn 1 mg./m1
13 T 157~16¢6 45 54.0 0.103 1410 <83x%x107 1.5 3751 S1x10%
2 8 161~172 135 59,5 0,156 485 L LTIR10T 4.0 245 Sax108
3 8 156~161 242 570 0.256 455 <B1IX107 6.5 2.4 3 >3x108
4 8 151~153 34 59.0 0.468 470 <8 2x107 6.5 4.11 >6x103%
5 8 154~178 42 535 0.232 . 420 <1.0x1 0 7.5 1.69 >2x108




Table 310 Decontamination factor of uranyl natrate for TBP distillation.

CONDITIONS FEED ' DISTILLATE
Run Press, STILL TEMP, Average VOLUME 0 VOLUME U TBP | D, F
Neo, Boil-Up CONTENTS CONTENTS CONCENTRATION
mmHg C g/h mi mg/ml ml . mg./m | %
1 113 105~112 200 200 55 97 <1 x1 04 0 >6x10¢8
2 2 1i39~140 8 150 15 5 4 ' <{1.9%x104 100 >BEx10¢
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Photo 4.1 Equipment for Fractional Distillation.
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Table 4.1

Distillation of Kerosene from 75%Kerosene—25%TRP Solution.

Charge 20.1 kg
Reflux Ratio 1/1
Still Residue 78 kg
Cold Trap Residue no used
Average Boil — Up 820 kg/m’* h
cut| Time . Temp. . Press. Distilled | ‘Bottoms Distillate
“ Still Top Sill Top TBP DBP MBP TBP | Acidity
h C mmHg kg % w/w % w/w % | mole‘kg
1 0 86 44 135 9.0 — - 24 0.39 0.12 - —
2 0.33 86 49 12.0 8.5 1.02 5.1 30 037 0.15 037 tr.
3 067 88 55 105 9.0 0.94 9.7 011 tr.
4 1.0 91 56 9.5 7.0 0.80 1397 33 0.27 008 0.05 tr.
5 1.5 86 61 9.0 7.0 1.21 197 .03 tr,
6 2.0 102 68 9.0 7.0 1.20 257 0.03 tr.
7 2.5 107 72 9.0 7.0 1.12 313 0.03 tr.
3 3.0 112 80 8.5 7.0 1.09 3 6.7 50 0.35 011 0.02 ir.
9 3.5 119 84 8.0 7.0 099 416 0.02 ir.
10 4.0 125 90 7.5 7.0 1.04 46.8 59 0.42 015 0.06 tr.
i1 4.5 132 98 7.5 7.0 1.02 51.9 68 0.53 0.16 064 tr.




Table 4.2

Distillation of Kerosene from 50% Kerosene — 50% TBP Solution.

Charge

Reflux Ratio
Residue

Cold Trap Residue :
Average Boil—Up

Still

178 kg

i71

9.0 kg

0.38 kg

730 kgs/m*+h

Cut Time Temp. Press. Distilled Bottoms Distillate
No Still Top Still Top - TBP DBP MBP TBP Acidity
h C nmHg kg % v 'w % ww mole/kg
1 0 93 47 110 5.0 - - 49 0.012 0006 — -
2 0.33 95 52 105 5.0 092 . 5.2 54 0013 0.006 0.04 tr.
3 0.67 a9 60 10.0 5.0 0.85 9.9 0.02 tr.
4 1.0 103 64 9.0 5.0 080 14.4 60 0.013 0.005 0.01 tr.
5 1.5 110 70 7.5 5.0 1.07 204 001 tr.
6 20 117 76 7.0 5.0 0.98 260 72 0017 0006 001 tr.
7 25 125 84 6.5 5.0 098 31.5 0.14 tr.
8 3.0 132 93 6.9 5.0 0.90 365 83 0019 0007 1.3 tr.
9 333 136 98 6.5 5.0 0.6 2 40.0 4.6 tr.
i0 367 140 106 6.5 5.0 059 433 91 0022 0008 14 tr.
11 400 143 116 6.5 5.0 058 4 6.6 37 tr.
12 433 145 122 6.5 5.0 0.62 50.1 99 0026 0008 63 0.0002
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Tabled3d Performance of 1 4inch McMahon Packing for Reduced Pressure Distillation

of Kerosene — TBP Solution. (Packing Height : 1000mmE )

(w/w% ) 75 80 85 89 52 57 64
TBP in Bottoms

(mole fr.)| 0654 | 0722 | 0784 | 0838 | 0412 | 0456 | 0527

(w/w% ) 014 13 46 i4 002 0.06 062
TBFP in Distillate

(mole fr.)| 00009 | 0.009 | 0030 | 0094 | 0.0001 00004 | 00040
Reflux Ratio (=) 11 (171 | 1/1 | 1,1 11  1/1 1/1
Boil—Up (kg/m'.h )| 690 | 640 | 660 | 630 | 700 | 740 | 720
Theoretical Plate (-) 2.3 1.7 1.7 0.9 2.5 22 1.6
H.E.T. P. (mm) 430 | 590 | 590 | 1110 | 400 | 450 | 630
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Table 4.4 Distillation of Kerosene and TBP from 20%Kerosene-—
30% TBP—50% DBP Solution

Charge I 209kg
Reflux Ratio P11
Still Residue : 7.8kg

Cold Trap Residue @ 0.5kg
Average Boil-Up * 230kg/m'h

Cut | Time [ rermp-: _Press. Distilted
Still| Top | Still | Top '
A i — o ke | &’h %
1 0 101 43 8.0 4.0 = — —
2 0.33 1056 50 7.0 4.0 067 201 3.2
3 067 112 60 6.0 4.0 0.54 1.62 5.8
4 1.00 119 67 5.0 4.0 0.45 1.35 7.9
5 1.33 125 73 4.0 4.0 0.37 1.11 9.7
6 167 132 77 4.0 4.0 0.34 1.02 11.3
7 200 139 83 4.0 4.0 0.26 0.78 12.6
8 233 143 87 4.0 4.0 0.24 0.72 13.7
g 267 148 93 4.0 4.0 022 0.66 14.8
10 300 152 102 4.0 4.0 0.23 067 159
11 333 155 117 4.0 4.0 0.26 0.78 17.1
12 367 158 122 4.0 4.0 0.29 0.87 18.5
13 400 162 126 5.0 4.0 040 1.20 20.3
14 433 164 128 5.0 4.0 047 1.41 226
15 467 166 129 6.0 4.0 0.50 150 _2_5_.0
16 500 167 129 6.0 _4.0 0.55 1.65 219
17 533 169 129 6.0 4.0 0.54 1.62 30.2
18 567 171 129 6.0 4.0 0.54 162 32.8
19 600 173 129 6.5. - 4.0 0.57 1.71 355
20 633 175 130 6.5 5.0 0.56 1.78 38.2
21 6.6 7 1779 130 6.5 5.0 053 1.59 40.7
22 700 179 129 7.0 5.0 052 1.56 432
23 733 182 129 8.0 5.0 0.45 1.35 454
24 767 184 127 8.0 5.0 0.40 1.20 47.3
25 8.00 187 125 10.5 7.0 0.35 1.05 489
26 | 833 189 121 14.0 140 0.40 1.20 50.9




Table 4.5 Distillation of Kerosene and TBP from 20%Kerosene—
30%TBP—50%DBP Solution.
Cut Bottoms Distillate
\o DBP MBP TBP Acidty | n—C,H,OH
ww5% ww% moleskg .vwfw%
1 515 1.0 — — —
2 55.6 1.0
3
4 58.0 1.0 0.07
5 0
6 589 1.5 0.03 0
7 0
8 59.5 2.2 0.37 00001
9 0.70 00002
10 58.6 33 6.3 00001
11 63 00001
12 568 4.5 86 0.0003 0.7
13 96 00002
14 55.6 6.5 99 0.0001
15 00003
16 535 85 97 0.0003 0.9
17 00003
18 56.5 100 99 00003 1.1
19 00003
20 56.4 123 100 00003 1.6
21 00004
22 563 123 100 00003 25
23 0.0003
24 623 17.2 100 00003 35
25 00003 4.2
26 6 5.5 24.0 100 00005 8.6
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Table 4.6 Distillation of Kerosene from 30%Kerosene—70% TBP—
0.2ZN HNOj; Solution.
Charge 2 0.2kg
Reflux Ratio 1,41
Still Residue 8.2kg
Cold Trap Residue @ 1.0kg
Average Boil —Up 680kg/ ni-h
Temp. Press. Bottoms| Distillate
Cut| Time Distilled X
' Still| Top [Still |Top HNO; |Acidity jAbsorbarce
" h C mmHg kg | % |mole‘kgmole/kg| %
1 0 98 50 160 130 — — — —
2 0.5 104 70 14.5 135 | 0.95 4.7 0.0 1 78 925
3 1.0 114 80 11.6 115 0.91 9.2 00038 927
4 1.5 124 91 10.5 105 0.841 13.4 00004 97.0
5 2.0 134 101 10.0 100 | 0.78| 17.2 00004 972
6 25 142 114 10.0 100 ] 0.62| 20.3| 0048 (00006 94.0
7 3.0 149 137 10.0 100 | 0.61 | 23.3 0.0016 84.0
8 3.5 153 146 10.5 105 0.84| 27.5 060018 6 8.3
9 4.0 156 148 11.0 105 | 1.06| 32.7 00021 531
10 4.5 157 15¢€ 110 105 1.30| 38.1 00014 43.1
11 5.0 158 152 110 105 1.32| 45.7 0.0007 36.1
12 5.5 159 I52 115 105 | 1.34| 52.3[ 0022 100005 330

k 410nm , 10mm cell , blank : Distilled Water
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Table 47 Material Balance of HNOs

Weight HNOs ,
(zg) |Concn.(w/w% )| Weight(g ) | Recovery (% )

Charge 202 13 272, -
Distillate 106 0018 19 0.7
Still Residue 82 014 11 4
Cold Trap|Organic Phase 070 1.2 . 84
Residue Inorganic Phase 040 190 76 .
HNQOs Trap (NaOH) — — 33 1




Vapor Pressure (mmHg )
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| 1 1 ] i | | | | ] | | 1 1 1
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Temperature (°C)
Fig. 411 Vapor Pressure of H:Q, HNQz3, n— C4HoOH, n—Ci2H2 and TBP.



Table 4.9 Simple Distillation of TBP from TBP—DBP Solution. (Run 1)

Charge : 382 kg
Reflux Ratio .01
Still Residue 110 kg

Cold Trap Residue : 003 kg

Average Boil-Up : 660 kg m?* h
Temp. Press. Bottoms Distillate
Cut | Time Distilled
Still Top | Still | Top DBP | MBP Acidity
e h C mmHg kg % w W% mole kg
1 0 . 152 { 137 11.0 4.0 — - 930 | 0.51 —
2 0.5 154 | 138 11.0 3.5 146 38 100} 051 00187
3 1.0 152 140 9.5 4.0 195 39 107 | 052 002886
4 1.5 153 144 9.0 4.0 202 142 126 | 048 0.0136
5 2.0 153 145 9.5 4.0 1.99 194 | 122 | 0.39 00137
6 3.0 153 143 9.0 4.0 377 293 138 | 0.59 00100
7 4.0 154 145 9.0 4.0 3.91 396 157 | 0.69 00117
8 5.0 153 145 9.0 4.0 382 496 (| 188 | 086 00136
9 6.0 155 144 8.5 3.5 350 587 | 223 1.3 00156
10 7.0 156 | 144 8.5 35 382 687 || 29.0 | 1.8 00226




Table 410 Simple Distillation of TBP from TBP—DBP Solution. ( Run 2)

Charge P 340 kg
Refiux Ratio I 01
Still Residue D99 kg

Cold Trap Residue : 04 kg

Average Boil—lp : 680 kg/m**h
Temp Press. _ Bottoms Distillate
Cut Time Distilled
Still | Top | Stil! | Top - | DBP | MBP Acidity
No.
h C mmHg kg % L oww% mole kg
1 0 162 141 — 4.5 - —_ 227 097 —
2 0.5 167 iI51 - 4.5 1.80 4.5 221 1.7 00709
3 1.5 163 149 — 6.5 504 17.1 25.2 1.8 0101
4 25 158 148 100 5.5 4.71 289 29.2 2.2 00395
5 3.5 157 145 9.0 4.5 379 384 326 2.8 00318
6 45 159 145 9.0 45 3.55 473 372 3.7 0.0355
7 5.5 162 145 8.5 45 3.39 55.8 43.9 4.5 00434
8 6.5 167 145 8.5 4.5 346 644 51.3 7.1 00630
9 7.0 170 144 8.5 4.5 163 | 685 557 86 00859
10 7.5 174 144 8.5 4.5 151 723 601 1108 0.114




Table 4.1 1 Distillation of TBP from TBP-DBP Solution. (Run 3)
Charge 214 kg
Reflux Ratio 2,71
Still Residue 109 kg
Cold Trap Residue : 0.04 kg
Average Boil—Up 770 kg/m®-h
Temp. Press. Bottoms Distillate
Cut | Time Distilled
Still | Top Still | Top DB? | MBP Acidity
- h c mmlilg kg % wows mole, kg
1 0 151 126 8.0 4.0 — — 1438 1.3 -
2 1 152 ] 129 8.0 4.0 138 64 (172 1.0 0011
3 2 153 1129 8.5 4.5 159 139 (189 0.99 00011
4 3 153 1129 8.5 4.5 150 1209 1204 1.1 00008
5 4 154 | 129 | 85 45 | 162 |[284 [225 | 1.3 00006
6 5 155 129 8.5 4.5 161 359 | 248 14 000086
7 4] 156 129 8.5 4.5 1.51 } 432 1278 1.8 00004
8 7 157 128 9.0 4.5 0.85 472 1293 21 00004




Table 4.12

Charge

Reflux Ratio

Still Residue

Cold Trap Residue :

Average Boil—Up

22.1 kg
171

10.4 kg
0.1 kg

730 kg/m*-h

Distillation of TBP from TBP—DBP Solution, (Run 4)

Temp. Press, Bottoms Distillate
Cut | Time . Distilled
No Still { Top | Still| Top DBP; MBP Acidity
. h T mmHg kg % ww mole kg
1 0 153 135 9.0 4.0 - — 176 | 090 —
2 1 154 130 9.0 40 209 9.5 | 187 | 1.0 00018
3 2 156 130 9.5 4.0 218 | 193 | 20.8 | 1.1 0.0005
4 3 155 129 9.5 4.0 216 29.1 | 237 1.3 00005
5 4 153 127 . 8.5 4.0 198 | 381 | 260 | 2.0 00005
6 5 155 127 8.5 4.0 185 | 469 | 303 | 21 00005
7 b5 157 128 8.5 40 195 | 558 | 32.3 | 24 00004




Table 413 Distillation of TBP from TBP—DBP Solution. (Run 5 )

Charge 219kg
Reflux Ratio 172
Still Residue 101 kg
Cold Trap Residue : 003 g
Average Boil—Up : 770kg/p2h
Temp. Press. Bottoms |Distillate
Cut [ Time Distilled
Still | Top |Still | Top DBP | MBP| Acidity
" h T mmHg kg % w/w% | molekg
1 0 153 127 9.0 45 - — 146 14 —
2 1 154 130- 9.0 45 293 134 | 166 1.8 00051
3 .2 155 ; 130 95 50 287 264 | 212 15 00009
4 3 156 | 130 95 50 298 400 | 251 2.3 00007
5 4 157 129 85 50 287 531 329 22 00005




Table 4.1 4

Charge

Reflux Ratio
Still Residue
Cold Trap Residue

Average Boil —~Up

20.9 ke
1,1
124 kg

0.06 kg

420 kg, /m" h

Distillation of TBP from TBP—DBP Solution.(Run 6) -

Temp. Press. : Bottoms Distillate
Cut | Time Distilled
Still| Top | Still| Top DBP | MBP Acidity

o h T mmHg ke % W/V;f % mole kg

1 0 142 121 6‘.5 4.0 - — 15.6 1.3 -

2 0.33 | 142 | 122 6.0 40 1031 15 ) 16.3 1.1 0029

3 067 [ 142 | 123 6.0 4.5 034 3.1 00035
4 .1.0 142 | 123 6.0 4.5 0.32 46 | 169 11 0.0017
5 1.5 142|123 6.0 4.5 055 7.3 00013
6 2.0 142 123 6.0 4.5 051 9.7 1 179 1.2 0.0011
7 2.5 142 | 122 6.0 4.5 058 125 00012
8 3.0 142 1123 6.0 4.5 053 150 189 1.2 0.0010
9 3.5 141 122 6.0 4.5 048 173 0.0009
10 4.0 143 124 6.0 4.5 0.60 202 200 1.2 0.0007
11 4.5 143 124 6.0 4.5 066 233 00007
12 5.0 144 123 6.0 4.5 066 265 | 217 1.3 00007
13 5.5 1447 123 6.0 4.5 066 29.7 00007
14 6.0 145 123 6.0 4.5 065 32.8| 239 1.5 00007
15 6.5 146 123 6.0 4.5 0.7 2 36.2 0.0006
16 7.0 146 124 6.0 4.5 069 395 | 26.0 1.7 00005




Table 415 Distillation of TBP from TBP—DBP Solution .(Run 7)

Charge D219 ke
Reflux Ratio 11/
Still Residue P10.2 kg

Cold Trap Residue : 0.06 kg
Average Boil —Up : 890 kg/m’-h

Temp. Press. Bottoms Distillate
Cut|Time Distilled
Still| Top § Still | Top DBP |MBP | Acidity
. h C mmHg kg | % w/w % mole kg
1 0 155(126 9.0 4.5 - — 175 0.42 —
2 1 158|130 100 4.5 1230 [10.5 188 0.77 0.0007
3 2 159132 105 4.5 (2471218 212 0.91 0.0004
4 3 1617132 11.0 4.5 |258 {336 24.5 1.3 00004
5 4 163|133 110 4.5 (2,63 |456 292 1.9 0.0003
6 4.5 163|132} 110 45 ({139 (519 3290 2.4 0.0003




Table 4.1 6

Distillation of TBP from TBP-DBP Solution. { Run 8)

Charge 232 kg
Reflux Ratio 1,71
Stitl Residue 11.0 kg
Cold Trap Residue 0.1 kg
Average Boil-UP 700 kg, /m*h
Temp, Press, Bottoms Distillate
Cut | Time : Distilled
Still] Top Still| Top DBP | MBP Acidity
Ne. h- T nmHg kg % wow P mole/ kg
1 0 155 126 8.0 4.0 - - 268 20 —
2 | 033|155 | 129 | 80 | 40 | 060| 26| 277 | 24 0024
3 067 156 | 129 8.5 4.0 0.65 54 00019
4 | 10 | 156|120 85 | 40 | 063 | 81| 296 | 24 0.0012
5 1.5 157 129 85 4.0 093 | 121 00008
6 20 157 | 128 8.5 4.0 098 | 163 322 24 00007
7 | 25 | 158|128 | 85 | 40 | 101 | 207 00008
8 30 159 128 8.5 4.0 100 | 250 351 3.1 00006
9 3.b 160 129 9.0 4.5 1.04 | 295 00005
10 40 161 129 9.0 4.0 1.03 | 339 386 3.8 00004
11 4.5 163 129 9.0 4.0 1.01 383 00004
12 50 164 | 128 9.0 4.0 1.00 | 426 433 4.8 0.0003
13 5.5 165 | 128 9.0 4.5 0.98 | 4638 00003
14 6.0 166 128 9.0 45 101 512 482 6.4 00004




Table 4.1 7 Distillation of TBP from TBP—DBP Solution. ( Run 9 )
Charge i 214 kg
Reflux Ratio 1,72
Still Residue 10.4 kg
Cold Trap Residue : 0.06 kg
VAverage Boil —Up ‘ 700 kg/m? *h
Temp. Press. Bottoms Distillate
Cut | Time Distilled
No Still | Top | Still | Top DBP | MBP Acidity
. h C mmHg kg % w/w 9% mole kg
1 0 154 127 7.5 4.0 - - 25.2 35 —
2 0.33| 155 ¢ 128 7.5 4.0 078 3.7 | 287 28 0019
3 067 1586 129 8.5 40 0.82 7.5 00009
4 1.0 157 128 8.5 4.5 0.94 119 | 31.3 3.0 00005
5 1.5 158 | 128 85 4.5 125 } 17.7 00003
6 20 159 128 8.5 4.5 1.38 242 || 36.8 34 00004
7 25 161 129 8.5 4.5 1.34 30.5 00004
8 3.0 163 128 8.5 4.5 133 367 (| 424 4.6 0.0003
9 3.5 165 128 9.0 4.5 142 | 434 00004
10 4.0 168 | 128 9.0 4.5 1.30 { 494 | 50.5 6.6 00003




Table 4.18

Distillation of TBP from TBP—DBP Solution, {( Run 10)

Charge 19.8 kg
Reflux Ratio 173
Still Residue 10.5 kg
Cold Trap Residue : 0.05 kg
Average Boil—-Up 630 kg/m%+h
Temp, Press, Bottoms lDistillate
Cut | Time - Distillate
No Still| Tep | Still| Top DBP | MBP Acidity
‘ h i mmHg kg % W/ w% mole, kg
1 0 1565} 126 8.0 40 — — 256 3.5 —
2 033 | 156 128 8.0 4.0 085 43 | 304 259 0015
3 0.67 157 | 128 8.0 4.0 0.92 8.9 0.0009
4 1.00 1581 128 8.0 40 | 091 | 135 | 341 2.9 0.0006
5 1.33 1 58 1238 8.5 4.0 0.90 [ 181 00004
6 1.67 | 160 128 8.5 4.0 090 | 226 | 38.0 3.5 00003
7 200 | 161 127 8.5 4.0 088 | 270 0.0004
8 233 162 128 8.5 4.0 092 | 31.7 | 42.1 4.3 00004
9 267 162 127 8.5 4.5 0.86 36.0 00004
10 3.00 164 127 8.5 4.5 0.85 40.3 46.8 5.6 0.0003
11 | 333|166 | 127 | 85 | 45 | 089 | 448 | 500 | 6.3 0.0004




Table 4.1 9

Distillation of TBP from Reagent TBP. {(Run 11)

Charge

Reflux Ratio

Still

Cold Trap Residue :

Residue

Average Boil—Up

179 kg

11

790 kg m?+h

Temp. Press. Bottoms Distillate
Cut | Time Distilled
Stin Top | Still | Top DBP | MBP Acidity
o h ¢ mmHg kg % wow% mole, kg
1 o 149 (126 8.5 4.0 — — 0.25 003 —
2 033 [ 150 129 9.0 4.0 060 3.3 0.27 0.02 0.001 0
3 067 151 129 9.0 4.0 0.75 7.5 00005
4 1.00 | 151 129 9.5 4.0 0.74 | 11.7 025 001 00004
5 150 | 151 129 9.5 4.0 1.10 | 17.8 00004
6 200 151 130 9.5 4.0 1.10 | 239 030 0.01 00003
7 250 | 151 130 10.0 4.0 1.15 | 303 00003
8 300 152 130 10.0 4.0 1.23 | 372 | 039 001 00003




Table 4.20 Distillation of TBP fran TBP-DBP Solution (Run 12)
Char ge 34.5 kg
Reflux Ratio 1,72
Still Residue 11.0 kg
Cold Trap Residue -
Average Boil-Up 760 kg /m>h
Temp, Press. Bottoms - Distillate
Cut | Time Distilled
Still| Top | Still} Top DBP | MBP | Acidity|nC,H0H
- h T mmHg kg %o W/ W Yo mole/kg w'w%
1 0 150 128 6.0 4.0 0.86 - 9.86| 0.10 - -
2 033 151 130 6.5 3.5 0.90 2.5 992 021| 0.0003| 0.02
3 066 151 130 7.0 4.0 099 5.1 0.0008| Q.02
4 1.0 i51 129 7.0 4.0 142 80| 106 0.21 ] 0.0007| 0.02
5 1.5 151 128 7.0 4.0 145 121 0.0007
6 20 152 130 7.0 4.0 144} 163] 11.3 034 | 0.0006| 0.02
7 | 25 | 152 | 130 | 70 | 40 | 137 205 0.0005 |
8 3.0 151 129 7.0 4.0 145 | 245] 126 0.37 1 00005 002
9 35 152 i29 7.0 3.5 144 | 287 0.0005
10 40 152 129 7.0 3.5 143 | 3291 14.0 0.48 | 00005 | 002
11 4.5 153 128 6.5 3.5 144 | 37.0 0.0006
12 5.0 152 128 6.5 3.5 139 | 41.2] 158 0.64 | 00004 | 0.02
13 5.5 153 129 7.5 3.5 149 | 452 0.0004
14 6.0 153 129 6.5 3.5 1471 496 | 185 0.76 | 0.0003 | 0.03
15 6.5 154 129 7.0 3.5 142 | 53.8 0.0003
16 7.0 154 | 129 7.0 4.0 142 | 579 | 217 1.1 0.0003 | 003
17 7.5 154 129 6.5 4.0 137 | 61.9 0.0005
13 8.0 155 129 6.5 4.0 1.51 | 663 4 271 1.5 0.0003 ) 003




Tabhle 4.2 1

Charge

Distillation of TBP from TBP—DBP Solution.{Bun 13)

Reflux Ratio

Still

Cold Trap Residue

Residue

Average Boil—Up

37.6 kg

1,72

7.90 kg
0.29 kg
650 kg/m*'h

Temp. Press. Bottoms Distillate
Cut | Time - Distilled
No. Still | Top |Still | Top DBP | MBP |Acidity [rCJH0H
h C mmbg kg %o w/w % mole/kg |w/w%
1 0 159 |121 | — 35 | - - J257 | 13 - -
2 0.33] 159 125 - 3.5 0.65 1.7 | 254 1.6 {00070 025
3 0.67 159 | 129 8.5 4.0 093 4.2 00026 {027
4 1.0 157 | 120 8.5 4.0 106 70 | 26.7 1.7 [0.0021|1020
5 1.5 157 [12¢9 8.0 4.0 146 | 10.9 0.0014
6 2.0 157 [129 7.5 4.0 144 | 147 | 280 1.9 10.0010|0.13
7 25 156 129 7.5 4.5 1.59 19.0 0.0007
8 3.0 156 128 7.0 4.5 1.39 | 227 | 314 23 (000071014
9 3.5 156 | 128 6.5 4.0 137 | 26.3 0.0006
10 4.0 157 [ 128 6.5 5.0 134 1 299 | 338 2.8 |0.0005|0.14
11 4.5 157 (128 6.5 4.0 1.32 | 334 0.0004
12 5.0 157 127 6.0 4.0 1.23 [ 366 | 37.4 34 10.0005(0.15
13 5.5 157 1126 6.0 4.0 1.30 | 40.1 0.0005
14 6.0 157 126 55 4.0 116 [ 432 | 40.6 4.1 (0.0004|016
15 6.5 157 | 1258 55 4.0 115 | 46.3 0.0003
16 7.0 157 1214 5.5 4.0 1.08 | 49.1 | 50.7 4.8 [0.0003 020
17 7.5 158 124 5.5 50 7102 | 518 0.0003
18 8.0 160 [125 5.0 4.0 1.08 | 547 | 56.2 6.3 |0.0003 |0.22
19 8.5 163 125 50 4.0 111 [ 57.7 0.0004
20 9.0 166 125 5.0 3.5 1.13 | 60.7 | 54.7 7.9 10.000310.37
21 9.5 169 125 5.5 4.0 110 [ 63.6 0.0003( 046
22 (100 174 (127 55 4.0 1.14 | 666 | 603 117 100004 070
23 110.33| 176 127 6.0 4.0 078 | 687 | 61.0 140 [0.0003|1.2
24 (1067 180 | 127 7.0 4.0 068 | 7051 61.0 | 154 |0.0004]|18
25 |10.83) 182 128 7.0 5.5 0.38 | 715 [ 620 175 |0.0004|2.1
26 {11.00| 183 |127 7.5 5.5 028 1723 | 640 | 18.2 |0.0006]28
27 (1117} 185 [127 8.5 7.0 026 | 73.0 | 641 | 20.7 |0.0009 (3.6
28 [11.33(-187 |127 9.5 8.0 .22 | 735 | 652 | 23.7 {0.0009 4.1
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Table 422 Quality of Recovered TBP_

Recovered TBP | Reagent TBP
Specific Gravity (20C,720TC) 0978 0979
Acidity (mole kg ) 0.0006 00003
n —CsHeOH (w/w% ) 023 -
Weight Loss (105C. 3h) (%) 0464 0345

Table423 Quality of Still Residue

Specific Gravity

1107 (20C,720C)

DBP

652 (w,/w%)

MBP

237 (w/wik)
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Photo 4.2
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Recovered Distillate
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Still Residue

and Still Residue.
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Table4.24 Material

Balance of Runl2 and

TBP 502 kg
Charge | DBP + MBP 109 kg
Total 611 kg
Distillate 505 kg
Still Residue 79 kg
Cold Trap Residue 03 kg
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Rate of n—C4HsQOH Formation (mole/h)

1.0

0.8

0.6

04

0.2

-~
—~

130

Fig. 4.21

1400 150 160 170 180 190 200
Still Temperature (C)

Rate of n—C4HsOH Formation in TBP—DBP Solution.



Ap (mmHg./m)

15 T T T T T T T T T T
—_— n—Decane—Transdepal ine at 10 mmHg
= (M.S.Peters, M.R.Canon: 1.E.C., 44, 1452
(1953) . ’
- © TBP —DBP at 4~10mmHg -
10 -
o o -~
60
. o |
(o)
0 | 1 1 L | 1 1 | i 1
0 200 400 600 800 10600
G (kg/m’- h)

Fig. 4.22 Pressure Drop of 14 inch McMahon Packing.
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