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Analysis of Methanol and Ethanol in 2BP Solution
of the Reprocessing by Gas Chromatography
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Abstract: The analytical method for determination of methanol and ethanol in 2BP solution
of the reprocessing by capillary gas chromatography was investigated in this paper. The test
results show that the linearity between the peak area and concentration is excellent in the
range of 16-395 mg/L. with a correlation coefficient of over 0.999; the relative standard
deviation of methanol (RSD) is better than 7. 0% (n=6), the relative standard deviation of
ethanol (RSD) is better than 9.0% (27 =16); the minimum detectable limit (MDL) are
2.7mg/L and 1.6 mg/L; the recovery rate of measurement is 95%-111%. The possible
impurities which such as formaldehyde, methanoic acid, acetic acid, nitric acid, hydrazine,
monomethyl hydrazine, methylamine and N, N-dimethylhydroxylamine did not affect the
quantitative determination of methanol and ethanol by the analytical system.
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UTAESR . Z BB Ab PR T 2 A P e IR )
MR HBFsEE 5 T4 B EAS . iRk kR
W TE B R m o R MO N, N-ZUHOJE R
(DMHAN) F1 F 5L i (MMH) 1 3 o £h 78 J5 5] .
A BR 1R 6 T 8 R B AR AR SR A ) B 3R A
DMHAN fl MMH 7£ %h B8 Sty i B2 o AT 0 5 22
T 7 30 D ) 6 A 7 0 R R L BT R B

FIIP AT Ml 28 8 SR FHACAH €8 335 325 00 5 119 v FR
B B0 S s RGN R M i vk
Sy EINE T EESR R R S AL L T K
HIEE  CBE 13- T s Fme 50 R A MHA
TR DMHAN ; #0535 SR HASH €63 75 W)
Ak 2 DMHAN K oA g 7= 4 Hh 174 FR e RS
E AR ZR 5 7 B L R BB B B2 1 T 5 Ak BRRE O 11
M . Jo AL TR o ik R 5 2% 7l R
3 BRI T 38 AR R BRG] (2BXO N v A
TR B L E . DMHAN 38 5 3 58 LS R 3
W (2BP) S 4 B 0 AR 2% AN ANAT R R A 1 B
HJEHE .DMHAN DLKCER B2 S i % R i A
g p B 3L E L DMHAN [ )2 7 56 e 1 7=
Pt R F S L ORR L BE P ORE AR . X F At
0 ZRORL R4 A R Y B L T R 43 BT S 1k
SOTEANRE R R . R AL F R
i 55 LA 20 43 43 85 o O3 3 A 0 245 2R AT A A AT
A TAERLE 3 TODGA-TE + Z S % B B8R, 22
Je R B AR i v LR A BT 2R b A
SR ARG X6 52 T J e M A k43 AT

1 RIGERSY

L1 SR

FLGC9790 B AH 8 35 4%, & K HE B F 1k
W25 CFID) o i VL AR 7 43 B A E% A IR Al 5 43
HFFAP B4 H (MR & ZFEH) .30 m X
0. 25 mm X 0. 25 pm, H ERL2EBE 22 JH Ak 4 3 0F
FEFT IS O O S A L L, B RGN R
J7:800B B ML, L& B2 ) s XW-80A
A R e R e (N NIE RS K L - S Sl /N
HGH~300E # & A & 4 A HGA-2L Bl R
281 0 A0 I /N

Al AL AR T 99.99% , A Y O A
BRI 55 —4r 0 vl S it s W, S B (A B8 R T
99.9%) .37 I (H B i 7E 9% ~11%), @
T4l 18 MERCK AWl iR, SR, iR H
Ji o 43t 41 R e R 9 WAk 2 R R P s IE

T R IR ER A L 3 B 2, b S 5 iR
HPRAF ;4.7 mol/L DMHAN % % .19 mol/L
MMH %W N, N, N, N’ 5 J-3-48 1% — 1 g
(TODGA) , i [# Ji - BE B} 27 F 5 Bt 5 43 5 i FH K
/S i R/

0.2 mol/L. TODGA (IE+ g A # B 7)) : F
KV EZ) 29 ¢ TODGA, UL IE + Z bt B 2
250 mL, HZ K 0.2 mol/L TODGA-IE +
RE WO S VO BRER B 1 L Ay Wl Sk b TR
5 min, 3 A KA VR 3 K. A EE KRR
Bk 28 R B 0. 1 mol/L il MR e 3 WK, A 1K
5 min, £ R KM ARG LB FRBER PR,
TEAE AT SR BUBEC Y 1 mol/L iR R 1L .

b R S S B U FRER 100 g Y T AR L AR
B4 T 100 mL 9 ZROK 5T L o v W T S
PMH WA .

1.2 &3l 2BP Rl B Hl &

i 22.86 g/L Pu.f&JE 2K 2. 90 mol/L iy T
SRR B TR S 30 %0 TBP-E il 75 78 A
Fboh 1 1 M4 2280 5 min, 5725 K AR T4 Bl
FHH 3020 TBP #i Bt & Pu UM EE 220 15 g/ L. il
13 2AP, ¥ 2BX iR i 5 2650 S A Y 2AP B LA
FIEE 1+ 3.3 ZXHL 5 min, KA BRI K 2BP KE5 .

1.3 XWHE

¥ 2BP ¥ 5 0.2 mol/L TODGA-IE + —
ot 25 B 43 B 6K AR A &R A B R T pH =
5~9J5 » AT A S L LLAMR L HEAT R .

2 #FR5iTiR

2.1 BiEFGREEMAL

2.1.1 RAGIREM Rl I A R e
i e B PR AR T 115 O, 2 ik
AN GE A I AR O™ L 4 R 0 S A TR
T 140 °C A5y By X L 255 25 IR e PR AL it
B 130 C,

2.1.2 FERAEESRE ARG R HE R 70 C
i HEE SRR o /T 15, DMHAN ff
IR R T 10 ming ORI ¥ Tl 46 il )5 50 °C
fE 2. 5 min, A B A 2P ) Y 08 I () 7R A
Tt A xf e T AR 235 o — s B ME L s SR Bl
55 ‘CHE R 3 min, W Z WY 70 B B2 W 2 KT
L5, Z Ja & A R Ot i @ o & 7 Ot il 46
DMHANY W [B] /N F 6 min, 2845 % 18 )5 fix
L OISR TN AR R
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25.7+ i AR W E A 30 mL/min, K &N
300 mL/min, B A A & H 30 mL/min; 751k
WREE SR 130 °C, G I 5 % B2 4 160 °C ; DB-FFAP
FE I AR I 2 AR IR 55 °C L 488 3 min, Tt
H# % 10 °C/min, £ 70 C{5 8 0 min, F} & &
20 °C /min, % 120 ‘28 0.5 min, #HERH 1 L,
2.1.3 {REAERIME  7E R E r % &
FF K 2B . MMH Fl DMHAN P #h 47 5t
(R A Fm T K I T A S B AT o B,
i 2, MMH F1 DMHAN 1 I8 2 b5 1 7 1)
ik ER TR 1, N L a RS 2 . MMH
1 DMHAN 73 B8R 84, H W i L £ B MMH
1 DMHAN [ 4% 58 6t (8] 4> B 4 2.45., 2. 85,
4.81.5. 40 min,

£, 1% (Ethanol) /DMHA,N
/2.85 min 5.40 min
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i 2 (Methanol) 4.81 min

2.45min

L

H i . Z B .MMH il DMHAN
TR AV WY SRR 3 1A
Gas chromatogram of mixture of methanol,

ethanol, MMH and DMHAN
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A DL B K OE 2 AR b v i A TR AR
. 40 5 % AR fE ff 25 W 0. 20, 0.50, 1. 00,
2.00.5.00 mL F 10 mL &b . I HEE 7K

T B8 28 220 2 MR 2. L9 S 119 8 9 2% 1 A

S 140008234 49x+223.7

212000 #=0.999 1

~10000

8000

< 6000

Z 4000

= 2000

& . . . . ,

0 100 200 300 400 500

p/(mg+L")
2

b 2l FPE | T ik R - T AR ) bR v D £ R T
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P B 5 A T AR M G R R AL TSR 2 SRS IE
BT E B AT AEAH TR 65 25 10 T X R HIAE
an EAT 23 BT, AR R R y = 34. 492 4-223. 7 W]
T RERE S r e B bRt £ y=56. 112 —
112. 2 AT 3158 2 Bpt b 1R e B
2.3 FHEERXR

FEJG Ab B T 203 AR o, 2BP O i MR AR R L BR
£ .DMHAN K& MMH 4b, 0] fg & & 4 H i . §
B2 TR W B B TBP R SR 4oy IrL B & T
R 2 A3 % R RN £ B o BT T
2.3.1 mMRrYEm b TR FFAP @
T A R — o O A R R (TPA) B MY
ROFE PR AR AT T R RS R
FEE B F . SR A A AR i pH B4R k.
PRI UG il TR 1A 28 09 B & 16 A7 43 A B 75 NaOH
WS MGE IR, VW pH=5~9. TR
BAAE A AT S50 R AS VR AR B AR VR AL = AT A
o O 3 BT T SRR A5 R AR B R,
2.3.2 FEEREN L 37 % RS RO B 100
AT . 13 BB 3, Hop7E 1.792, 2. 441,
3.832min A 3 @il ; 1. 792.3. 832 min [
T UGN 0 R L 2 B A DMHAN () 8 33% 06 G
SO 5 2. 441 min [ €8 % 0 R HT B €855 0 O BE I
] B A —3, 2. 441 min fif {6335 06 52 PR ol F R £
g, 37 00 H R VAV B Oy 1,09 kg/L, B fE
THETE N ~11%2ZE . R 100 £5 1Y H R A TR
o, B i VTR 981 ~1 199 mg/ L, it il BT &
We i 981 mg/L A1 1199 mg/L 1) B BV Wi 647
M L I EEIG ARy 34 578 (Voo s Fl 41 987 iV » s,
2. 441 min By A 3EWE N 37 887 1V « s A A IR FIAR
TR U B2 3 11 Y I A > i 45 I o o {5
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Fig. 2 Methanol(a) and ethanol(b) correction curve of peak area to concentration
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Fig. 3 Gas chromatogram of formaldehyde

2.3.3 WK, MW P DMHAN F1 MMH
FRISZIE 3 P A DN 4 A S KON B ARSI 2 A %)
TRAT MLAL A A7 e R BT DL SO 5 Bl 1 4 43
XFH S BER) o AT B S . R L SR AN R R
MR T A e, B PR, SR HF. W .
MMH ¥ & 4 % & 0.26, 0.17, 0.35, 0.13,
0.4 mol/L, W [, £ B Jit & ¥k B 4> % A 158,
158 mg/L,DMHAN ¥ J& % 0. 4 mol/L IR & ¢
an E AT G A5 R OR TR 4. WO I A (E A
163 mg/L, Z M ARAE y 152 mg/ L, A X 15 25 76
E50 . HER. R BT MMH 7E It
%S B W 0 e 6 B RE S L OB
1 DMHAN 58 4243 8, fir DLy 4 Bl i & B 10
UL B R, < . W k. . DMHAN Al
MMH i F 0 2 B 18 0 BT B0 52

2.3.4  JKAAP IR TBP ALK TODGA-IE
TR R C RS FR Wk D 1 mol/ L,
P ok 3 O 320 mg/ L, & B ot B K O
320 mg/L.DMHAN ¥ B 5 9. 40 mmol/L 19 IR
BRI B FRIE R 30 Y6 TBP-1 3 ZE AR BUR &

[oe)
»
o £ 12 (Ethanol) DMHEAN

H 2 (Methanol) E /

t,/ min

B4 WO R 2B
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Fig. 4 Gas chromatogram of mixture of methanoic acid.
acetic acid, methylamine, hydrazine, methanol,

ethanol, MMH and DMHAN

= 5 min, 3 A YU XK A AT E A A 5,
B 5 AT Il AR K A — 2 R B TBP 7E It
ST RS migE, /0. 2 mol/L TODGA-IE+
e KA SR B A TR R G AR 3 UK X K A I Y
R B T AT AR 6. AT LU 3 5% B 5
WD X B S BER I 2SR TR 1.
2 1 8 AT 0, 38 5 0. 2 mol/L TODGA-IE +
TREXSRE AL 1 1 ZEH 3 R LAS S S A e
W < B 2t 1) T HRAR /N S DU A R 22 B FE 52
DI WIRZEO AR 12 1~5 ¢+ 1 Z [, Z 5
DIAHEG 1 1 ZEH 2 YO i o B 2 0 5 149 52
M58 /N o 00 5 X6 35 22 ¥ #E £ 5% LAY . 0. 2 mol/L
TODGA-TE+ Z b6 ¥ W b B T i vk B2 R 1 10 g/ L
B, 25 BLBE RS I, T LA LAKE SR W BE 191/ 10
K Hff 5 W IR AR UM

TiE o
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Fig. 5 Gas chromatogram of after extraction

using 30 % TBP-kerosene
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Fig. 6 Gas chromatogram of after three extractions

using 0. 2 mol/L TODGA-dodecane

2.3.5 BREUSZ W ANy R 2BP hERT R WK 2
A48 g/ Ly TE I 2 A b v FEE L & I 0 A0 AT
BRI 432 LA kE S 0T €0 3% A 1 i . BUEE Sl 2BP
(Pu JREWE 29.30 g/L) B 6 mL 5 2 mL fgRfk
JG 9 0. 2 mol/L TODGA-IE + — kiR & . J5 i %
U5 min J5 . 850 20 A O 22 AR OK A 2R 5 SR
AHIFR 7 AR 2 A9 BN AE KA. B 2 I
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5503 AU ZE A K AR AT 6 MR BE 43 BT Ca 315K
P o BERANT FEEUR 1 R EE KA BR T i
E:0. 205 g/ L A HUER 2 WA AR 7K AH BA 5T 62 ¥k B
3.65X107% g/L; 2 BUAS 3 U HE A /K HH AR B vk
FE:4.61X10 " g/L, M4 Bk B a5 1, me il &
A — BT G T R 2 TR A TR U R LI

THEATINE AR T3 2.l e SR
HA W 26 BUG 5% 8BRS R O I RE B9 . A
2 AR ATHL PR MR AE 10X 1077 g/L LI
T BRI E S5 R . T 2BP AR A EUS Ry
B B BRI A U G /T 10X 1077 g/ L, BT LARS
P L T 1O 00 S 7 A SR

# 1 0.2 mol/L TODGA-IE -+ ~ e Hl B2 A0 2 WA f 0 5 #) 52 Wil

Table 1 Effect of determination of methanol and ethanol using 0. 2 mol/L. TODGA-dodecanoic
i KA ARXT 5% 2
o/(mg+ L~ 1) odet/(mg + L7
(Samples) (Extraction way) (Relative error) /%
F 320 # ki (Phase ratio) :1 ¢ 1, 314 —1.88
(Methanol) =5 min, K E (Times) : 3
T 320 309 —3.44
(EthanoD)
A i 320 H kb (Phase ratio) :3 ¢ 1, 312 —2.50
(Methanol) =5 min, EHKF(Times) : 1
Y2 320 1 b (Phase ratio)1 : 1, 306 —4. 38
(Ethanol) (=5 min, F R E(Times) : 2
[Eii-s 320 FH kb (Phase ratio)5 = 1, 307 —4.06
(Methanol) t=5 min, KK E (Times) : 1
B 320 ML (Phase ratio) 1 ¢ 1, 302 —4. 69
(EthanoD) =5 min, P HL(Times) : 2
YE(Note) : 4f He 5 VITODGA) ¢ V(7K (Phase ratio is V(TODGA) t V(water))
22 FRE RN I 2B E Y 5
Table 2 Effect of residual plutonium to methanol, ethanol measurement
o/(mg+ L1 H 5 (Methanol) £ T (Ethanol)
p(Pw)/
(gL D i LT oder/ AR 5% 22 odet/ AR 5% 22
(Methanol) (Ethanol) (mg+ LD (Relative error) /% (mg+ LD (Relative error) /%
1.0X10 2 220 160 223 1. 36 157 —1.88
1.0X103 220 0. 00 158 —1.25
1.0X107* 224 1. 82 161 0.62

2.4 BEROW

2.4.1  FEG AL

2.4.1.1 FHEBFEZSFE 2 mL £ 5T 15 mL #
SRR e S AR it B B 4 ik BE o (Pud) (/L) ]
HA (20 (Pu)/10) mL fR 4L J5 #9 0.2 mol/L
TODGA-IE + L i W - 1R & ZE B 5 min, 2.0 53
LB R R KA Z R AL 12 1 2

5 min, B0 40 A B T 2K s Z 05 R A L
1+ 1285 min, 8504040 . 5 5 19 3 26 R KA 29
1.5 mL,

2.4.1.2 WEMBEC 2411 WG EIMER
KA 1~1.5 mL F 5 mL & &, A — & &1
B TR R T A SR A A RO 2 O N R
W pH=5~9, e Ja F L8 FKER.
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2.4.2 FEMRPGIE AR S T R E AR AT
RN #e 2. 1 15 B SO 5% &R TR
B R IBCRE A8 U 14 7 15 A AR ol s B A5 45 B T
1 LA BRA RE i (2, 40 1.2 ) HERE ARSI 4 75
T FRI R 2023 e BE . L 1. 2 5 s P D 2
B LR SRR A3 A, 45 5 T3k 3. AF 3
AT UL 1% 43 M P TSR £ T P G 28 B L L i
S EFXTR MR 22 GO T 7.0% (n=16), 1%
R E A AR IR 2ZE T 9. 0% (n=06),

2.5 EhEEER

PLo2.4.2 95 ooy WY BT & K E 366,
213 mg/ LN & s ot 5 W B Oy 39. 4,162 mg/L 4y
SR 2BP A a1 mL, 23 50 A 1T mL B 5
WeEN 30 mg/L f1 211 mg/L. Z WL & ¥k B K
40 mg/L F1 160 mg/L MIARUERE K . 3% 2. 4 Ty
BRI EE RN TR A, g 4 g5 R A HEE
B AE 95% ~110% 2 [a] . Z B = 1] ik
FAE 95 % ~111% ],

#3 E AR W BE R L LB RS

Table 3 Determination precision of various methanol, ethanol concentration sample

FE 5 (Samples) odet/ (mg « L71) o/(mg =+ L") s/ %
1 (Methanol) 211 209 221 210 213 213 2.03
36. 8 40. 7 38.3 35.3 34. 8 33.9 36.6 6.91
Z i (Ethanol) 160 170 156 160 158 162 3. 37
40. 2 44.7 41. 2 36. 8 38.1 35.7 39.4 8. 35
F4 FTIMERER R
Table 4 Recovery rate (R) of measurement

Ff 4 (Samples) m/pg  Mad/pg  Mae/ pg R/% FE i (Samples) m/pg  maaa/pg  maa/pg R/%

H 12 (Methanol) 213 211 440 107. 6 H P (Methanol) 36.6 30 66. 8 100. 7

211 443 109. 0 30 65. 4 96. 0

211 420 98.1 30 66. 1 98.3

211 445 110.0 30 67.2 102. 0

211 414 95.3 30 68. 8 107. 3

211 418 97.2 30 65.1 95.0

Z 1 (Ethanol) 162 160 334 107.5 Z 1 (Ethanol) 39.4 40 80. 1 101. 8

160 339 110. 6 40 82.8 108. 5

160 317 96. 8 40 78.8 98.5

160 327 103. 1 40 77.5 95.3

160 315 95.6 40 83.1 109. 2

160 321 99.4 40 77.9 96. 2

2.6 KR

TEMG A5 F T L SR L M P 4 3 f5 2k
Mg 75 105 HE Y N £ T ) 4Gy HE R 2390 Sy 2. 7 mg/ L
1.6 mg/L,

2.7 BRI ZHMAE

2. 1 W BOE M ARE A ST IR R L 3
BBCIE S 4 19 05 05 - S AR il R A R RS I 1 L
A BRAF Y SE B 2BP AR AL (2. 40 1.2 ) HERE,
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ASC A 00 A5 3% T FAR A 2 R . B R T
B 7l bn o 205 8 2BP L2 i b Ay
W 0.172 g/ L. CWES E/NTITE TR,

o~
vy
[ag}
“_ DMHAN
o  THE
2 (Methanol)
o
DY Ao o
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t,/ min

B 7 2BP SZERAE S A

Fig. 7 Gas chromatogram of 2BP solution

(1) g7 7 A I  f5 AL ¥ T2 2BP
b R RN B A AT T . 1RO T 16~
395 mg/ L i [ P 14y BRI 2 e, 0 TR B v L
A RIFMLRIESC R AR R - ¥3K5 5] 0. 999
AL 3005 R 5 (s 4 BT 7. 026 A1 9. 0% (=
6) T AN AR AE 95 % ~ 111 % Z [f], BE g W6 L IS
Ak B ] S BT I BEOR L O T

(2) SrHrRE & 10 f5 & H IR ER . 2
M2 LB OR . K . DMHAN AT MMH B, R £

R R £ B 2 R E & o e 0.2 mol/L
TODGA-IE+ e A B 2BP # fh J5 19 5% B B %)
I L T B 00 S AN 7 LR SR

(3) A EIE SO T EERRE R g 2.7 me/ L,
Xt L BRI BR O 1. 6 mg/ L.
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