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Green synthesis of symmetric thiourea compounds

LI Heping'?, CHANG Shuaijun’, SONG Shijie', LIU Junyong?, SU Qiong’
(1. Henan Engineering and Technology Research Center of Non-tire Rubber Auxiliaries, Hebi 458030, Henan, China,
2. Henan Yijiaolian New Material Research Institute Co., Ltd., Hebi 458030, Henan, China )

Abstract: Ethylene thiourea (ETU), with both yield and HPLC purity over 99%, was synthesized with
ethylenediamine and CS, as raw materials and water as solvent in one pot, and characterized by NMR and
FTIR. The effects of CS, dropping temperature, molar ratio of ethylenediamine to CS,, reflux reaction
temperature, reflux heating rate, and NaOH dosage in NaOH reaction section on the yield and purity of
ETU were then investigated. The results showed that the optimum synthesis conditions were as follows:
CS, dropping temperature of 25~30 °C, n(ethylenediamine) : n(CS,)=1 : 1.20, reflux reaction temperature
of 65~70 °C, reflux heating rate of 0.17 °C/min, and NaOH dosage in NaOH reaction section being 3.0%
of the mass of ethylenediamine. 1,3-diethylthiourea (DETU) and tetrahydro-2(1H)-pyrimidine thioketone
(PUR) were then synthesized under the optimized process conditions, and the pilot test indicated that the
process was stable and reliable with the yield and HPLC purity of products obtained >99%, and the mother
liquor could be recycled.

Key words. symmetric thiourea; ethylene thiourea; 1,3-diethyl thiourea; tetrahydro-2(1H)-pyrimidine

thioketone; isothiocyanates;fine chemical intermediates
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HHr, SR EWna ok i 4 2
PR B A B I 42 A0 5 5 B R T -5 11 e ol AP A 45
B CS, 5AAMA . 2017 4, VIANA ZEU7E
TAMLEAN T R, D—Wi, Ok, R
Jhe 55 55 2R S R R . W I S AR IR S T R
N, PABFIISCR A B T — R 51 NN'- B IR
B, 2020 45, BRI B R ER AR VKD,
PIAKCNER, A =M BRERER . BT it &
L& (DTBP ), 110 °CJZI 5 h )&, fSFCER N 93%
B NN'- 2R BEBRIK o S8 R IR -5 111 I ol fie 5 B
2 BRI A s A FR e R X AR IR AL S, 3
SRR ER AR RS, AR R, HE bR
564 1) S R R 7 I — A 2 bR, AR B,
s A Kb A =, 2018 4FE, TAVAKOL %1815
AR . XPERIORI S AN S CS, /b, PR T —
FPoBras . 708 . ORI A B IR AL & P B 7 v o
I EE R R, K R Ak 7] STk TR - IR 0 7
( DES ) 5% 7= Wi 5 0 s 1o 18R T BRI, S
S8 B BT 7 (AR o S SRR i A S )
HrEAR, R SERERS N, SOV HCRIEE, PR
R . 2019 4R, SRR S 0T 3L A
(DMSO) ¢ N,N-—H R iz ( DMF) B,
DL AOR . TS CS, HEE, ATAEmEm
F G AT 5 e OR 1 T BT R 24 19 05 7 I A X FR
TARAL AT, 2021 4F, sKEFFPL 2,6- N3
HMes CS, MIERL, =Mtk FAEK PR, &
W N,N'-Z(2,6- — S NI BN, BER 99.1%,
HPLC 4liJE 98.93%. CS, S5{AMH kbt 1 56
FERER W, TR T S50 mURR R 5 10 e o f e &
I TR AR g 4 [ A, (L2 6 4 75 A A ML
RS R AR, A R — PR

A ETU. DETU. PUR A= 2 Z Kz .
—E . IR, CS,. A A ERE, 7K
M ASE] ETU. DETU., PUR ( A&2\& HETHFH
AR ) BARIZ T R ISR R, R T RN
A AR, A S A SRR AR R A e
AL EN, =5 HPLC i L 97% 44, Jaeihi
E—2 F 4 SR

FET I, ASCRRI4E NN -ZBURER IR &)
B CS, SAMR A R T 2 MLt 4T 7kdt, DiEii
BRI S A T 2 & A B fL A
A B o7 e B3 foft PR /it S SR Ak At B T Ak 52 1y R A 7 450
S, T RNARR PR B E AN AR s, T
f e T PR A4 L R AR T A e B i A AL
BRI, LLETU ARG F], it #Fse CS, ik
E. LTS CS,yWmmm L . R B . [A]
B R TR R BT R B R A ARl

ETU WOR R ZERERI R, AL 1 X FREI AR A
2R RBEA . i BRCHE IS Y T2 B AR 22 X R AR
PEAT T ST, AR5 Xkt e 9 2T T s
Kk

1 SEIGES

11 A5

W, Bk 99%, BT E T AL T8
FIERAF; —OM, Bt 70%, WAL
THRAR; Nk, BaaE 99%, dbats
YR ARATF; CS,, FiE/4L97.5%, THIKMH
BHEA AR AR, T4 32%,
Ve A KA TARRA R R HK A B 6l =k 208
7K SRR AR Tl oK.

Agilent 1220 &5 8508 A (@54 [ BoAA PUIGEE |
H e . BAMEIIER (VWD) ], EEZHERF
HABRAT; To Britkal &sh-n] Wt it, Jb
O E AR A R DT A F] ;. SYU-7-200 H R
BEEVENL, FBMAE TR A R A E]; 1J-1 BUERTH
S FrEay, L ERARA R/ R, DF-101T A4
PE R I IARE RS, ST TR A BR T
AT SHZ-D /KX EZHESFE, M TEIL
R A R A
12 Ak
1.2.1 ETU #54&

ToA A B #F 54 2(0.89 mol ) 2
200 mL K JIAF] 500 mL B, Hife; sl
RRIEE R 25~30 °C, %/ CS, 83.41 g( 1.07 mol ),
25 4 h finse, 25~30 CCORIENY 2 hy 2RSS LA 0.17 °C
/min B FHEHE R THR E 65~70 °C, (813 [ v 2 Bt R
R ACR A A B AR AR R
100 °C, 4LE[RI W B A A mALEHEE . SR
AN B . A 5.06 g (10.0405 mol ) EAALHNK
VSR (i 5340 32% ) AkZE N 1 h, BRI % 20 °C,
g, KPE, 100 °CHE2 h 5 ETU fifk, ik
4 99.97% , HPLC 4 [ 4 99.95% . 'HNMR (400 MHz,
DMSO-dy), &: 8.00 (s, 2H), 3.49(d, J=60 Hz,
4H), “CNMR(100.5 MHz, DMSO-dy), J: 183.4,
44.1, 40.1, 39.9, 39.7, 39.5, 39.3, 39.1, 38.9,
FTIR ( v/em™'): 1550~1450 4k N—C—S {45
Mg s 1375~1300 b N—C—S B 1T AR TE 4R
S ; 1075~1025 kb2 N—C—S By FME 4R
Bl

a3 5 A3E%4: C18( Inertsil ODS-3 )4.60 mmx
250 mmx5 pm; A 50 °C; JishAl VIHEE) : VoK)=
1.5 :98.5; ¥ 2 mL/min; YEEEE 10 pL; K9
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£ 233 nm, Kl K 254 nms,
1.2.2 DETU

T E ANV B . K 57.35 ¢ (0.89 mol ) —
2. 200 mL KA R 500 mL Bei, Hiidk; ol
WEHIARIRE  25~30 °C, WM CS, 52.32 g
(0.67 mol), #J4hM5t, 25~30 °CLRUENYL 2 h;
SRIG LA 0.11 °C/min MY FHEHEZETHE 2 65~70 °C,
o] 38 2 07 22 R 1R 4 A I AN T A A R AR HE
s BEETHEE 100 °C, 4RZ2 [ N B A FA i
SHEH . EAEALE SOV B A 4.48 g(0.03584 mol )
AW (BT o5k 32% ) 4hZL) i 1 h,
MR 2 20 °C, i€, 7Kk, 60 °CHES h#3 1 {5 DETU
ERAR, R 99.92%, HPLC 4l 99.51%, 'HNMR
(400 MHz, DMSO-dg), d: 7.305(s,2H), 3.341(s,4H),
1.05(tJ=5.6 Hz, 6H). “CNMR (100.5MHz ,
DMSO-dy), 6: 181.3, 40.1, 39.9, 39.7, 39.5, 39.3,
39.1, 389, 38.1, 14.5, FTIR (v/em'): 1600~1520
AbSh N—C—S M RAR IR S ;s 1475~1425 Abhy
N—C—S WHENBTEIRBIIE; 1150~1125 &bl N
—C—S M THAMETE IR 3h e U 0

3% . 3%+ C18 ( Inertsil ODS-3 )
4.60 mmx250 mmx5 pum; Fi 30 °C; FahAA V(H
BE) © VOK)=75 : 255 Jiid# 1 mL/min; #EFEHE 10 pL;
R 9% K 241 nm,
1.2.3 PUR

SEA N B ¥ 66.64 g (0.89 mol ) TH

Tz, 200 mL KANAF] 500 mL B, fERE;
WE IR RN 25~30 °C, WEhN CS, 90.35 g
(1.157 mol ), 24 4 h JiN5¢, 25~30 °CHEIE SN 2 h;
SRIGLL 0.13 °C/min WYFHEHCRIHEZE 80~85 °C,
o] 38 2 7 2 i 1 4 A AG: T AS P A A R AR HE
W EETHEZE 100 °C, 4kSE A3 0 B A A
fbaHH . AR B IMA 729 ¢
(0.05832 mol ) EAALBI/KIFR (FiEDE 32% )
QRSN 1 h, FEIRZE 20 °C, 3F3E, /K¥E, 100 °C
HE 2 h 3 18 PUR @A, R 99.98%, HPLC 4l
99.06% ., 'HNMR (400 MHz, DMSO-dg), 9 :
7.845(s,4H), 3.106~3.071 (mJ=14 Hz , 4H) ,
1.740~1.682 (m,J= 23.2 Hz, 2H). '*CNMR (100.5
MHz, DMSO-d), 6: 175.5, 39.9, 39.8, 39.7, 39.5,
39.3, 39.1, 19.2, FTIR (v/em'): 1600~1550 4bH
N—C—S A9 45 4i s 004 5 1450~1400 4b A N—C
—S WY NS TEAR S ;. 1250~1150 &b N—C
—S WA INETE 3R Sl W i

s & . B3 A C18 ( Inertsil ODS-3 )
4.60 mmx*250 mmx5 pm; FE 30 °C; FshH (&
) : V(K)=20 : 80; ¥ii# 1 mL/min; PEREHRE 10 pL;

2 #HR5WR

MG ) CSy SAAMA L, R4 b IEE A
feahf Ak S N o A J S A AL A s R o A . 4Rk
BB 1) e i E S AL L S CS, INiAFE] N,
N-ZHBURBLR A Y, Rl /D i R SO A 3 i
SELAEAL S CS, IV 53] NN'-— BUR B IRk
GW1. LLVETU AU, H g a1 . (1)
CS, 54 Wi AT (MR B, ARl 2-2 5 3
THACEREF R, 2-F R OH T HNERTRES Z
Tt — 2 O AR AR 2-5 0 O TR E L R
TR (2) 2-F I AR E LW R 2 el
K TR N AR B 2 Hk O HE R EURR IR N 2
WAL EE; (3) 2-F & R FHRIRE & L0 F W
B NASE] ETU; (4) FIRDHI M, CS, 5
SEA AN RN A Y 22 L AR A I TP R AN
2-8 Fk &, 3 AR A I R N 2 A AR B A A
ETU, WzRaF .

F R RIB UL s

HN~~np. + CS —>HNV\N)k—+
2 NH, * > 2 N SNH,C:HNH,

S

_ M#A HN  NeC=S +HN__+ =

BN~ St e, NS
H

HN_ N=C=S kg [I:?ZS
H

AR BB :

HN~p,s + NaOH—> N

\/\NH2 + NaSH

HN~~Ng, * CS, + NaOH —> HZN\/\H Sfya TH0

S
Jin# o
_ H,N N=C=S+ NaSH
HzN\/\N)KSIGa >N
H

H
pIE [II}:S
H

HZN\_}\I=C=S -

PLETU & RCAEI, XF 2L E s ad f kAT 1 A
5%, MG A B T2 B840 DETU J PUR #1471
B RAETE, ARG Xt G 1 T3 T T il e .
21 CSEMBEX ETU 4iE., WX

o3 k. A% A C18 (Inertsil ODS-3 )
4.60 mmx250 mmx5 um; FEJR 50 °C; FshA v(H
BE) + V(K)=1.5 : 98.5; Jiiil 2 mL/min; #EFE &
10 puL; Al 233 nm,

MR SEARZ IR S BEALEE, e HLAA 0 A ik
P, PR AR Sy S A TR0 i (] B S S 1 1) 4
B30, IR SOk E e AR R, i CS, 17
KR, AR TR HETT . BT CS, ik 29
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46.5 °C, HILXASTE CS, IR E F-AT T HF9E, 45
Bk 1 s, LRTERE 1.2.1 7,

£ 1 CSHHIEEEX BTU W, 4l B 152

Table 1 Effect of drop temperature of carbon disulfide on
yield and purity of ETU
F5  CSMmREL/C HPLC 4JE/% e#/%
1 45 85.16 94.32
2 35 94.18 100.35
3 25 94.22 100.33
4 15 94.21 100.32
5 5 94.23 100.34

2 1 AT, CS, Wik 45 °CHf, ETU
gy | WOREAR . X RESE TR CS,
ok, MRRISAH IR, D& CS, W42 14
i, B8 CS, LS H5RNMEA R SiEnE
R 35 C I LI FJE, ETU R R afi B 4 R R A
AR, EREPCRHE SIS ICR, KRR TmiARS
43 T B 1) e kA% B AE 7= P T

T A G R N, SR RERE S, SR
AV BERK BARIEAE P BRI e 42, 4 CS, T IR
E N 25~30 °C,

22 ZZHE5E CS,MRMELLX ETU 4iE. W&

R

5 CS, IR Ky 25~30 °C . [B19 52 o7 . 8
60 °C. [EIF N THEAIE 2 h, 22T 2 Y
CS, ¥R iy Fb Xt ETU WCR N4l By 52, 45 5L an
2 Pin, HABSTE kR 1.2.1 75,

K2 LT CS, BT LU ETU G | AlEE Y 52
Table 2 Effect of molar ratio of ethylenediamine to CS, on
yield and purity of ETU

F5 n(Z —}%) : n(CS,)  HPLC 4l /% W%
1 1:1.00 94.18 100.35
2 1:1.05 94.56 99.45
3 1:1.10 95.34 98.92
4 1:1.15 96.46 98.04
5 1:1.20 96.89 97.58
6 1:1.30 96.90 97.58

H2e 2 W1, N CS, I, ETU 4l % i
Fo M (L) n(CSy=1: 1.20 If, ETU 4l JL
PR F e . ARSEHN CS, &, oWl Al
HAREAL, mE 2 BT UES, E CS, HiE
BYRGIN, FPCRIE AR, XORM T CS, &
DR, T RRFAARRAL, 4 S
B L, S8R R R SR
%, b g™ SeR M e . ST Y CS,

MG, & R 5w, A ik
-FH R MFRE LR Z, TP EREN e
Mt A Z R D, B LA Shai B R, ORI
38

M (L M) n(CSy)=1 : 1.20 i, 4l 5%
BN, X I RO e R, AL R
PR AR R R L, BB (L )
n(CS,)=1 : 1.20,
23 ERRNEEX ETUSGE., WENEIH

Ml B B R AV bR SO, Rl Bl 2
b R, AL E MR RHE T, 2 e
KRR O R E B R EA R ks CS, kR
SEALI . I, [ BE CS, 5 2 e il SR Ak
R e 2-88 3 203 R AR 3k R £ AR i T
% 5 7 [l E 64T o [ 8 CS, i i & 25~30 °C .
n(Z W) = n(CSy)=1 : 1.20, FEL T 13 52 W il JiE
X} ETU ghiff . ORI, 558 m% 3 s, H
S5 kA 1.2.1 75

F 3 B RNOREEXT ETU W54, 4l iy
Table 3  Effect of reflux reaction temperature on yield and
purity of ETU

Y IRV EE/C HPLC 46 /% R/ %
1 55 96.89 97.58
2 60 96.94 97.66
3 65 97.12 97.72
4 70 97.46 97.75
5 75 97.45 97.73
6 80 96.84 97.46

M 3 AT, FhE RS N IR, ETU 4% &
SRRAR A —Em s, (IR 250 B W, 24 ml
MR 70 CIamiIFih TR, PR defE Bl
RN 65~70 °C; ETU ORI AR AL I AR 5 H 4l i 119
AL, XS TAE 25~30 CCARIR M 45 R
A A K—E 5 CS, K5 L e, 75 Z A W]
TS Wy Be k2 5 2 — M N AR A 2- R R L TR
REFEF R ek, M CS, B A B AR ME S
S AR FR U HE 7 B3  i A R =
fEESMA R, HEH R R RS Ka CS, A
WRR ., L, B R B N B T R
reEl, DA o AL S e B2, s> CS,
B se, HEEs ETU M2l K%,

24 FHEBHEZEX ETU 4., RN

5% CS, M INEE A 25~30 °C. n(L M%) :
n(CSy=1: 1.20, [N E N 65~70 °C, %%
T EI R A TR R X ETU 4 . R AR,
g NER 4 PR, HAWE AR 1.2.1 95,
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%4 FHRIHA ETUHCR . S0 (00
Table 4 Effect of heating rate on yield and purity of ETU

FF5  FHEE#R/(°C/min) HPLC 45 /% /%
1 0.67 97.46 97.75
2 0.33 97.55 97.82
3 0.22 97.67 97.90
4 0.17 98.14 98.15
5 0.13 98.16 98.17

3 4 AT, FRARTHEE S, ETU 4 RlcR
AH—ERm. YTHEEZEN 0.17 °C/min B, ETU
W B 4l o AR TR B d ey, AR SRR AIRTHE R, ETU
R S AR T AN . R A R ROR ARSI aE
KRR OR K, i, SRl R
4 0.17 °C/min,

25 SEHMNRNESSLMBEI ETU 4E.

I 2= 19 24 i

EZBuN N ok 2 L AN T WA SRR =1
R & it S ™ S Al BE AN A — R PR T A E) . AT
I, SR SR T AR AR, S T
TR PR . R i T Ak A K A —E i
B, MELITE MR R P ZE R HES, R ZEIAR
AALEN S 2 s fb &R v A R 4 e S R At
s IR S CS, A AL AL T 4R 22 )
MAFE| ETU K/ E b, Mimies ETU myilk
RO,

[E5E CS, M INEE R 25~30 °C. n(L —H%) :
n(CSy)=1: 1.20., [ NIREEA 65~70 °C. [EI
R HE 5 0.17 °C/min, 7S S8 AAN 2 Bt
INA—E B R BG4k S N 1 h, B2 T S5
LRI A TEXT ETU S5 . ORI, 25503k 5
fios, HAWSEE IR 1.2.1 75,

5 AEMLEAEXT ETU W% | SiEE Y520
Table 5 Effect of NaOH dosage on yield and purity of ETU

A
75 ifuj;ﬁﬁi HPLC 4% /% W%
[F) /%
1 1.0 98.14 98.15
2 1.5 98.34 98.40
3 2.0 98.87 99.02
4 2.5 99.46 99.51
5 3.0 99.95 99.97

% 5 Al A S A AEN T LUGE 2 I Ry 4k 2
17, ETU 4 RCRE— 24w . q A em
ANBIEE 2 TR TR 3.0%0), ETU W3 f 4l ik
P, PEE SR, H HPLC 4iiEF 153 99.95%,

= F HG/T 2324—2012 ZLR A9 HPLC 4l (97.00% ).
26 HMmARKEK

VL ETU T 25 i, X} DETU., PUR & i,
TEPC RS CS, Yt . CS, e |
] 8 S I K1) T o L R S g R . A AR A R
N B S AL R AT T AR, A4S DETU
BAET 250 CS, WIEE N 25~30 °C, n(—
M) = n(CSy)=1:0.75, [IH N IR 65~70 °C,
13 K20 A THELE A 0.11 °C/min, SRS S0 B
F R AL — SRR 2.5% AT
DETU Yt 99.92%, HPLC 4 # 99.51%, PUR
BAET 2500 CSyMEE N 25~30 °C, n(A
T ) n(CSy)=1: 1.30, [V IEE N 80~ 85
°C, I3 K ) FHIR E A 0.13 °C/min, S AN
SR BB EN T T TR Y 3.5% 0 Rl
%M F PUR %N 99.98%, HPLC 4iiE N 99.06%.
ETU. DETU. PUR WK | 4l K ARHE 2 A i ik
b= (COD) Btk 45 Uk 6 Fin.

%6 &M F ETU. DETU. PUR IR | 4l AR A
A. COD
Table 6 Yield and purity of ETU, DETU, PUR and ammonia
nitrogen and COD of mother liquor under the
optimum conditions

HPLC p (B p (BRE

B b S 1% W% A/ COoD) /

(mg/L) (mg/L)
ETU 99.93 99.94 3 16
DETU 99.51 99.92 7 32
PUR 99.06 99.98 10 22

M 6 I, LL ETU & BN JERH 8 57 A9 X AR
IRA B 7 R & i DETU . PUR BJ/33K3E 1, X
FEZ T T B — 5 138 F 1
2.7 Hif e

AL EWF5E 453, ¥ ETU, DETU. PUR 3
P BRERIRAE 3 m® S 28 b b A7 T Hak o R s 5
HARP T o

ETU & ¥ £ 360.00 kg, 7K (= Hk
W )1500 L FT A28, FFE i dt: , %3 90 r/min,
FER R BEAs S K IR T 5 P A BRI i T, i CS,
555.72 kg, ¥l NIRIE 25~35 °C, 434 hhnsg, 4k
2k 25~35 °CHRIESZ N 2 hy SR LL 0.17 °C/min
AT THRE 70 °C, FFRIRINR N 6 h; 4ksk
THEZ 100 °CRNL 2 hs T AT 73508 32%1) 2 A
AN 10.80 kg; FEIRZE 20 °C, FEIEIF IR SELRE
W CUBW ) VB R IR B, JEDFH 200 L /K Yk 2
K, 100 °CHE 5 h, ByEEfS ETU AL

DETU /& PUR & 7R I, DETU B& R
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T TN & A — B, FHEE R 400.00 kg, 7K (5%
B ) HHAE R 1000 L, CS, HHEAEH 363.56 kg,
(8137 5207 A THIE R AE R 0.11 °C/min, S 4AALENK
W EAE M 10.00 kg, HETEEAE N 60 °CRIAT,
PUR W& W R Ef o s s e, WA
360.00 kg, 7K (EBRE ) AN 1600 L, CS, H
AR A 475.30 kg, FHERBIRR N B ALL 0.13 °C
/min A THEH R THE 2 80 °C, S A AL SN K i i
A5k 12.60 kg BIAT

ETU MA A TZHAEEBEENT : ¥
360.00 kg ot 7345 32% S SE AL AN K I 749.00 kg
K 1000 L AA 3 m® Kpi2erh, JFEBtHE, ik 90
r/min, JTFJRREERS M ELKIEITT; 20~25 °CHiEhn CS,
486.25kg, 2 6 h finsg, 20~25 CCHKZEA%IE 2 h, T+
JRZE 70~80 CIRIRIN 2 h, FEIEZE 20°C, JEjE,
JEVEFT 200 L /K¥E 2 ¥k, 100 CHET . #3#Efs ETU
A o

DETU } PUR B A 4: /= T. 4R I, DETU B&
WA BN L A S — O, RN 400.00 ke,
JoT He 43 A0 32% E A AN K I T B AE R 396.00 kg,
KHEAE R 730 L, CS, F#EAE K 363.56 kg, MET i
FEAR A 60 °CHITT . PUR BYA A 75 B8 £ it AF
Nz, R 360.00 kg, ML 32% S A AL
KR TR R 607.00 kg, KFHEZAE N 1200 L,
CS, HAE A 475.30 kg BT,

FLAR AR 7= SR | Al R R K A R R S
AT e ang 7 pioR.

%7 ETU, DETU, PUR HRs2g6 st - K SHA 475 T2,
[z

Table 7 Pilot test results of ETU, DETU, PUR and

comparison with present processes

p (BEBRRE  p (B

FE ;g& /% R/ CcoD) /
(mg/L) (mg/L)

ETU #iit 99.89 99.90 3 16
ETU BHRE 99.83 99.92 7 45
ETU 3lA T2 97.78 100.21 4 55305
DETU F it 99.49 99.95 5 11
DETU BHEEHR  99.50 99.94 12 34
DETUBA TZ 9799 100.15 2 43056
PUR #iit 99.04 99.97 11 23
PUR fHEE 99.05 99.95 20 64
PUR A LZ 98.02 100.09 10 51216

T EHLE KA A, BRI A P S
(I BERVE o Vs 700 A IR

i 7 Al0, ETU. DETU. PUR MH T2
=R | HPLC 4EE 4353 99%LL b, FHRE
M= e, BREAAFTERE <

20 mg/L, COD ik <64 mg/L. A TEMEE
TP S A R, {2 COD WA &, XA
BEH TCHLER & i o

P B T AR EH— ki3, ETU, DETU,
PUR Hr T 22435 ml sk /> FH7K 500, 460, 800 L,
HEAT LAY 9453 ETU 605 kg, DETU 410 kg, PUR
558 kg, Bk BETU Hr T2 LAk 2 0.61 t &
K/t 7=, DETU 1 T4 DA A0 2 0.38 t K
/t 7R, PUR B L2 LLZE/DU/A2) 0.89 t KK/t
FEAh, RKERAR TR KA BRA, B e g,
R A S AR T

3 it

(1) ETU fEA B T 450 CS, ik
A 25~30 °C, n(ZH%) : n(CSy)=1: 1.20, [
NREE A 65~70 °C, [FIFN A FHEHZ A 0.17 °C
/min, SR RN B i SR AL B D 2 ke
WY 3.0%. AT, 7% ETU RyiRik 2|
99.97%, HPLC #i k%] 99.95%, & T HG/T 2324
—2012 3R,

(2) DETU fefE T 250 R CS, Wk
25~30 °C, n(—ZH%) : n(CS,)=1 : 0.75, [A1 S0 i
JEHR 65~70 °C, BRI A FHEEZE A 0.11 °C/min,
AR R N B A AL — O TR
2.5% A2 F DETU YR K 99.92%, HPLC 4
FEH 99.51%,

(3) PUR IfET &M R CS, MMEE R
25~30 °C, n((N M%) : n(CSy)=1 : 1.30, [BI3i )i
&k 80~85 °C, [FI S A FHL# %4 0.13 °C/min,
AN RN B A A B A R Y R T A Y
3.5%. FM 4 T PUR RN 99.98%, HPLC 4l
4 99.06%.,

(4)Lh ETU (45 BCA BT T XEFRPERRIR A K
LR AR, IR S B T A% DETU R
PUR #4717 A, MR K& HPLC 4fFE k5] 99% L)
b, R AT R <20 mg/L. COD JFift ik
<64 mg/L, RBIEZRHBARME, ARERRTZ,

A B AR WNAE B IR AR By 351 - B0 Sl i —
HETT, WHESIIAR I B A AT SR b iR R, A
BT R Sk F A Jepg e Bh Rl A e v < =k wERLAR
Mg, AETFIMER TR fEEkRES
WRER A . COD Wk HE HAx -

S 3k
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