%15

£k REiEEEs

FRE 2 57 M SR &L & BU(R 57 TBBSHT T Z B i 32

FNRAF
(BHEAL TRMARA R, K 300270)

R AT ORI MANER (M-Nath) 7 e 2RI TBBSHT T2 LA HE 57 M2 B i it R A B 405 |, 76 ARk
SR B AR AL TR 50T I SR A ISR E R TBBS B e I I 2% 1R 2« U T J 5 M-Nadh RO B Bk L2 1. 03 ¢ 1, OB FE
7340 °C, M ARAE T ROSUCERAEO9% L L (MLt HIMAT ) 5 A IGR] HY A B4R YR 2 0 20, 2200 2 R e 51
TBBSHY itk ; 22281 MRS 9 F R T LA R A S0% 58T R AR I St . B L2740 R T

KA MU RIM; S22 R TBBS s A i 122
HhE 43S :TQ330.3875
X ERARRRD: B

PRI TBBSJ&— 211 i B FH AU = £ 205
T B Al A AR TS 23 P A U 0 W B R AT Y
B, BREL R N AT i b T2 S R R 7
{2 FITBBS — M R HIA2 #F FIM 58U T B #E S 1k
FVFETE N 4R &6 . R RIMAE 7= T2 00 IR
B R R0 0, R M i 12 7R SO 5 v L o o A
U AR IR = A B R, A2 T S (COD) Ry, AR A
AR P, PRI A P R B 1 2 SR MLAE 77 1 A A1 2 71
TBBSJI it 4f O =, (H i T4 7= i AT & 1
AR ILE AR IR . A SRR RIMAE
PEARTE A K AR AR 7 T2 BB V5 YRR 7
JoT i SR ERAS AN R IR , I H A AR E M
A A2 2E 7 TBBS [ 2 N fn e il i A1 1 RIM, L
REFERR K. T ifE— 204 i ) I R A2 1 UM
A AR HE R TBBS 1 0, BEARAE 77 WA, 5 BERE
FE, PR EREE , T & AR AL 7 VA A2 o I MR 7= 4
HEFITBBSH T 5 i+ ab i),

VSRR 2 FIMA R 2 7 TBBSJR T 200
R mE-FRER-SS—- A T—- T
s~ TR~ M~ . R ERER
Fe T HLP KBTI T, R AN 5], 15 5
IR G G SRS TE , O RHERR R R MELLSEEL A 3h

PR - INRUE (1981—) , %0, T A BRI T IR G A7 B2
1 TR, T, DA A I 395 7 5 T T %

R HTAE,
E-mail:172616733@qq. com

XEHS:2095-5448 (2019) 05-0001-05
DOI:10. 12137/j. issn. 2095-5448.2019. 05. 0001

ey il H45 5 i s 4, 9 A 2 ARG 5 A %
o ARWFFER B A UL, B - 5 e — i —
HORAER —~ i~ G~ . X5 T AT
EBRIR T AL g BT T e TR
EY G TR, 4 T T A AR, AL DR RIMeN
i (M-Na#h) B ¥ — WA, L A 5 W
8, TR, S S A Sk AR AL T R A A]
ek

1 XIg
1.1 FEFEHMP

FLAEHEFIM , BHI AL T B0 A BRZS 5] 7= i s &
AL ER O B 0. 32) R iR v T (i
SPECH0.31) , EYETH A AR AL A PR |77 5 IR
SRR W (18 mgIK S IR B4 ¥ 1100 mL7K H i
1), 5w A il
1.2 FEFHENMNF

BT100-25% i 2 42, {5 2 4% 8 i 5% A R
25 A 75 i DK-98- T 1 /K V8 B, K 2 3 4 4R
A PR AP s - VR PLA B £ 4%, ksl
KA EE ) 77 s Nicolet is5 5 2T 4 S & %, 25
ThermofisherZy & 7= i o
1.3 REHTE

(1) HM-Nafh YLl . H5600 gl e FEHIM |
480 g A AL 5200 mL/KIR & I HE 4

(2) & #F I TBBS Y il £ 4 B il 47 19



BRAEK EIRgsa

2095175

M-Nab FHEF]100 C, F SRR 5 N AGE & i H
R, B PE10 min/5 B R S R RS
M-NaFh BB o 57 BUT e A0 I g iz 42 iR
5 0 AR R LI S R FT T AU PR
T N3 R A AR RV, ol T RN A T N e e IR
VR N PORRIR BERE A BT o DRI B
F40 CLAFJa, 2120 MHM-Nakh . [0 58 B
Ji , T2 1 YR N U SRR BN VL, I T S A 7 40
"C A AT, IHEIFE 150 minZe A7, FH 3 A ALAL 40 3 70 G
P2 7. o o ) || B VA Y SR U R
TEPHATEY TS M B2 U TBBS A

2 ZERE5HR
2.1 ERIZHEHNHE
2.1.1 [E##Ecte

Fie BRI 07 %, ] HoAt SO 45, iM-Na
ER AL R 4 0 2R T 0 B R TN, g e
40 C, Hk 28 R REM-Na$h FUECT e i e L o
2 52 JERERHAC LL X i 1 7 TBB S it £ FIIAC % 1 52
Mo, 25 AR 1R o

1 [FEH B L XHE 3 7 TBBS B8 F1 ik 2 59 52 0

AT M 5M-Nadh #9459 4 1L

T 5]
1.03:1  1.00:1 0.97:1
W/ % 99.7 99.8 100
JE s/ C 107.9 107.7 101.5
4l BE/ % 99.34 99.20 97.37
i S B A B < 10° 0.19 0.29 0.26
PP AR V90 5k 1 A3 B X 107 0.10 0.18 0.55

T CRFE R 2R FIM (MAG S J85%) Fr44 .
MFEATLUF h, BEE BT e F 2 i,
EAEHE R TBBS 1WA AT i 4 iy, {57 il 2 B2 T e
BT, D50 7 il SRR R R R O I 7 o R

T8 A, PRI JEURERCT i 5 M-Nadh 1Y 5 0 9 o 1Y)
w103 : 1,
2.1.2 RNBE

e BRI 7 %, 11 oAt S g 45 44 : M—Na#h
R IR 42 B 2R B ) HR R T AN, TR T B
E5M-Nath i i 5 Lk 1. 03 ¢ 1, Hek A8 )2 1
T BE 25 %8 SO i BE XA 1 SR TBBS i f A3 1Y
RN, ZE AN R2T7R

®2 RNREXME#HF TBBSERE MU Z /)0

) SR/ C
i H
45 40 35 30
W/ % 96.55 99.70  99.60  99.75
S/ C 106.9 107.9 108.0 107.9
4B/ % 98.66  99.34  99.50  99.40
I B e R A X< 10° 0.23 0.19 0.19 0.17

HEEAHE Y S B 10 0.10  0.10  0.09  0.12
%L,

NFR2AT LA Y« Bl BN il B 1) T i, e it
FITBBS4L B ML 7240 C LA B AT 578 3 X [ f
RBE AN % 740 CHY, 2RI TBBS Y 4L BE I s il
WA AR AN K 2 R I BE k40 C LLS , R
FITBBSHCR K T R, 55 1 [ s 7 it 425 6 B I
REARR, 77 il i BT R R b AN, B T SO Ry ek A
R, YRR B Y ST T BE T A H R ) REAE AN
B 0, R, 2505 5 0, 14540 CHEN UK
F 0 e A SR BE
2.1.3 HEXERRY

i MG Ty 1%, 11 oA S B 251, JEOREUT
JHie 5 M-Nafh B9 ) i 5 L 1. 03 < 1, SN it
H40 °C, HXTM-Nagh AR R IEF T Z 0BT,
2 4 W1 IR IR BN 2 378 7] TBBS Joi ft AL 1Y
S, 4 RANR3 TR .

F3 PREREEMREXE T TBBS FT 2 FU R 59 301

i H 2R HTREL/ IR
0 1 2 3 4 5 6
SN W ey H iy H iy iy
W/ % 99.7 99.8 99.7 99.7 99.7 100. 1 102.9
Y/ C 107.9 107.5 106.7 105.5 104.2 102.0 102.0
L/ % 99.34 99.33 99. 63 99. 48 98.63 98.04 98.01
TS e I 438X 10° 0.19 0.16 0.16 0.17 0.23 0.15 0.15
FH AR V9 5 1 Ay B X 107 0.10 0.27 0.08 0.09 0.09 0.09 0.10
e i3 I



%15

£k REiEEEs

MFRIATLLF 2 2 RS 1k R £ 57
TBBSHMIL hy ik BT, 455 0T 2 2K 5 2 RS IR
BOR 2k i, SRAS AR #E R TBBS ™ il 48 fb AN
REEEA T A S A B TR
7 i R B A ORI 3 2 4 20 R AR
I, FOR A OB B 21K .

2.1.4 HEZRBEWEER

MG LR 25 5, oK BB MR RKIK
A R 20k, el £ BRI SE AL OGRS T T 2040
BT EENE L, HIk, AUF5CR 78
B K B T LR A B 2R A7 i, 3 5
B LA FHROR

e R0 i, [ L S 7 244, JEORREUT
Jfie 5 M-Nah i 4 J5 i) 2 b k1,03 1, s R
40 C, HATM-Na$h A€ BGA) H 28 4 78 e 2545 [l
s, 4T 2 IR E R, % 42 DI 2R RO
HEFI TBBS 5t AR B M, 25 AR 4T o

F4 EWRFREANREFTBBSREFMKEA M
EH EH EALKIBA GB/T 21840

it H

W 2 50%HT R —2008

S W R ey SRk 30 3igul
/% 97.7 97.1 99.7
M5/ C 108.1 104.5 108.2 =104.0
2l BE/ % 98.77 99.55 99. 09 =96.0
X107 0.38 0.16 0.18 <0.50
AR

JRAE B 107 0,11 0.09 0.10 <1.0
L,

Hy 24 R U+ 24 [l FE RS 1k & FH I, f2 k5
TBBSHMI A #, 2 1R TBBS ISR T 1% T 492
ANE 3, HABFARFE VR AT G [ AR T 220K
[ i F 28 2 T VR BGA B2 i, R 7= il R 5 &
FHUUAH TR, AH 7= Sk i 28 B0 T B R 2 2 ol
R R LR BB EE B R S0% I, T 7= i Jo
ORISCR I L ZR . L, g0t iR 1R
R, 228U HAES0%E - A e A
M 7™ &y JoT
2.2 FREREXTLE
2.2.1 4I5heig

B T IR T2 OB T2 A 7 1 4 i3 5
TBBSHILLAMETE .

VIR 43 F R TR L0 AN 2R G BB B T 2 % AR

4000 3000 2 0‘00 1 000 0
B/ em™!

E1 BEIEMHFIEEFNRENTBBSHL S kit
TE TR 4R B, AT LUAR 48 43 55 i) I 2h 45 1
FE ST I R S5 . S BT, 3 246
cm ' Ab A IR OIS 8 SR TBB'S A N—H it iz 25 44)
45 4R B 4 5 7E3 061 cm Ak o I Wi 0 S 412 3
FITBBS H 7% ¥ 1Y C—H 8 4i 3h W Wi 5 762 961 11
2 870 cm 'Ab (24~ W ic i Ay i 1 7 TBBS H—CH,
() C—HEE 4 ) W e 04 ; 7E 1 425 em ' [ 3T A9 44>
W ST U Sy g 33E S TBB'S HY 5 P B 42 A 47 41 20 W2 i
W, T 57 2R 5 AR IO H - SR, O T o
R AEL 390F11 365 cm "Ab A 2 FRE W Wi i
S i I TBBS HHOBUT 3 IR Bl G £ X FR 25 it
SN 2455 R 2% 5 B B K I T 5 2754 em b Y
W Wi 06 A i 3JE 9] TBB'S Ff 24 2R 40 17— BUAR W% i
g, MIETRT LE B T2 MR T4 & 42
HEFITBBS 1Y 21 403 1) H W ek ] | T (04501
F-5E 4 — B, i R DUR BT 1A A 2 2 )
TBBSI A5 1 F i T 2045 A {2 2 I TBBS 1Y 4514
—5.

2.2.2 RFTERE

BT A R AR R TBBS By BEAL M BE 5 R
T LA MMM SR TBBSIEA —5,

TSt TR TR T2 AR AR i
TBBSHY W H M RE. MERSHTLUE th, I T2 F#r

WLRE

xRS EIZMFITZEFHRHFITBBSHIMN AR

It H B TZTBBS  JRT.Z.TBBS
15, (153 “C) /min 13.27 13.28
300% & 13 7 /MPa 13.90 13.85
PR i/ MPa 16. 80 17.10
100 C x 24 h#&ib5
300%;& filt i 77 /MPa 13.99 13.94
PR L/ MPa 16.18 15.98

T N7 B AL A R A 25 P AR Tl



BRAEK EIRgsa

2095175

T 2A R FERI TBBS B W HIPEREAH ZE A K .

3 &g

(1) AR 2 70 ML i 5 R FR R i 2/ L 7
AAFIR AR AL T, 5T e AR A E
FITBBS 1 fie A K 45440 BUT e 55 M-Nadh i
YR oA 1. 03 0 1, RN E M40 C, BEi R
NESCRAEII% LA I [ HEL A i FIM AT

(2) ZEBGH R 458 T e R IR B 24K
ZWER SR I TBBS Y 5 2 5 28 2518 [ i
J B 2R AT LA T (LTI 75 48 A 50% 9 BT
R T AT AN R P

(3) HIE T A, RAH T A tH A

FER AT AN T W ST ER R G R MI)
AP RR , R EMA P AR R A T
TR e RIS TF, KR E I TBBS 75 ] 3¢
B AT TF W X BB 75 G, B A = fa b,
P e I TBBS ™ it B ik, FEARAE 7 RE#E, W]
iz, SCENEHEFIME] R U AR e A
SR, B RO

SEHL:
(1] k4. BRALIEHAFIMICHE K T 2R M. A2 Tll,2018,65 (3) :
298.
(2] TZZs , PhE PR, AH2-SR LA memp & AR FRIN-34 o -2 -2 -
WEMR VI ORI R ATF S (0] RS 40ATimAk 12,2008, 25 (5) :47-50.
Y B H:2018-08-22

Study on Accelerator TBBS Synthetic Process Using
Crude Accelerator M Sodium Salt

SUN Fengjuan
(Kemai Chemical Co. , Ltd,Tianjin 300270, China)

Abstract: The new process for synthesizing accelerator TBBS from crude accelerator M sodium salt
was studied. After the crude accelerator M was purified by alkali solution and toluene extraction, the optimal
reaction conditions for the synthesis of accelerator TBBS were as follows:the molar ratio of tert-butylamine
to M sodium salt was 1. 03 : 1,and the reaction temperature was 40 C. Under these conditions, the reaction
yield was over 99% (converted into crude accelerator M) . Extractant toluene could be directly applied for 2
times at most, and repeated application would affect the quality of TBBS. Toluene recovered by distillation
could be applied, but it needs 50% of new toluene so that the product quality could not be affected. The new
process had fewer working procedures and higher production efficiency.
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