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(57) Abstract: This invention relates to a purification method for the cationic monomer of dimethyldiallylammonium chlo-
ride with high purity, which comprise the steps: (a) determining the volatile and nonvolatile components and their contents
in the cationic monomer solution to be treated by chromatographic analysis; (b) charging the cationic monomer solution to
a vessel and adding NaOH solution with stirring upon cooling to give free amines; (c) adding water to adjust the monomer
content in the solution to be 35-55 %, and subjecting the resulting solution to vacuum distillation in two temperature ranges,
the distillate is recycled after adsorption with water and the residue is treated by vacuum filtration or centrifugation to remove
the precipitated NaCl; and (d) adding water into the filtrate to adjust the monomer content to be in specified range, and in-
corporating minor active carbon for decoloration to obtain the desired product with minimum impurities. Due to the accurate
determination of the impurities and their contents, the inventive method can eliminate the use of indicators so as to avoid
many problems, such as, the incorporation of new impurities and the excess addition of NaOH, which make the high purity
product to be possible.
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HREAR

THECHEFESILE (Dimethyldiallylammonium Chloride, ## DMDAAC) &—
M ATRERMFEE P&, HEMWT:

CH=—CH CH==CH,

e ~ P Cl_ (R D
CH3/ \CHs,

DMDAAC R—FKE MR, &HFATERRIERLE, X EBHREHE,
YA 146~147°C, TESAR SR K. E, S EWE LKL R R .
BT HEMEERE, AR, R TEEES, LA RENERLRYER
MITR AT AL, GBS VAT, FSURACH L3 5 s 2 MR
AT, ERAENRE TR IR, ERENESRMAGEEINA, KA
WA o R RNAICERTEE, S0 A 7 BRSNS R A BB 47

 DMDAAC & B N RIEH T

UL R

2(CH;),NH+CH,=CHCH,Cl === (CH;),NCH,CH=CH, + (CH;),NH",CI
Z R S (ZHREBTEER Sk W ikhm

R B R R (7% 2)

(CH3), NH; CI™+2NaOH+CH,=CHCH,Cl === (CH3);NCH,CH=CH,+2NaCl+2H,0

(X3

ZEA R :
(CH3),NCH,CH=CH,+CH,=CHCH,Cl

(CH;=CH—CH,);N"(CH3),CI~ (3 4)
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HERRIRMEE:

PR N«
(CH;),NH+CH,=CHCH,Cl === CH,=CHCH,N(CH3);H"CI" (5
U R
TR AR S
CH,=CHCH,C1—OH_, CH,=CHCH,0H+CI" (3 6)
o]
LR
CH,=CHCH;0H — CH=CH—C%{) (&7
]2

—PHEREZTIE. KAKBMEAEMKERD, £ZHRN—1K, HEHE
DMDAAC [ifilis. RMBLT I =47 RS, HEEIBRAR13 5 DMDAAC
KERRE RGBT 0. —PEIZAFLEHERE, FRE, EFNRgTERE
BEAAIER. “ZK” PRFR. BERHTLZSRNFENET, FHOTEPRR N
(X2, K5~K7), YT RRESL, FHAELREY RN RMEEK. —&
WAHAFREZRBARREEEMER . PEEREF=Y. fla, —Fig (R
;). BE (BEED. &N, HAEE. HEE. S,

DA EARTEH KA IT AKX — B —RIBI AR E 4. &
KRMEREMEE, w6 B SRR RE: RS RERIHE
Y ATIREE, ML, ERRSIERM. EHR A RBAEERRR. Filin:
X#R 1 (Jeery E.Boothe,Synthesis of Dimethyldiallylammonium Chloride, US 3 461 163,
1969), #£—35¥#% DMDAAC it 42, MITHHERBHREE 10C, Ji BEEEM
BRYLE ) DMDAAC /KWW, NAERMNIRRERFEPHE, FEEHEELNE =P
X RAMEFES R, RO BIF=YIR RS RTAER. Ak, RE TR T A%
SR B ISP — R R R, ARSI SO%EEAL IR R IR 0 7 %
EREMARKNEABZE, BFHRS| 45C, KM 6.5h, FRELAEEFE, AR
(RIRE T e B AL R, Bk T 3R F i F pH I A AT B S BF= R . iR re
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)2 vl R 2RI N\ P 2R R 5,78 31 B DMDAAC 7K. SCHR 2 (Jeery E.Boothe,
Process for  Parifying Dialkyl Diallylammonium  Chloride and  Diallyl
Dimethallylammonium Chloride,US 3 472 740, 1969) |3 — 5 4% H X £yl Z& 18 AN 1%
PR Bt €2 R P S F B.48 DMDAAC W AE AL & B & 0.04% MBS, H 5%
7] NaOH /KA pH=10.5~11.5, RIMMEEREET/KZEKT 110CTRME (FERD
PARR £ 70T, HEWR BB S8R R 1E, BRER A AKBRE, 21X IES 300g
WIS RAET IS, TR I8 7 VERR 2GR o 80T B3R SCHR 2 J7 VA AL B I B /A DMDAAC
TK VR B B R SOk 1 77718 DMDAAC N EaifE . LIBpETE & RN RE 411
&8 60%. 231g (£ 0.5mol) H#:{k DMDAAC KJ#, i#°17 pH H% 6.5, FHRZE 80C.
FERSRPT, F—EEBNNH4):S:0s H51& 751 & KN 100min, FF7E 80°C MY 0.5h 1§
BB, TR YA 10% KB RATKSEE A 1% 6.0 cps (EIA) F1 390cps, T
HOCER 1 RSB BRI E 7 ¥4k DMDAAC 7EARRI&M4 T R & B B R =R
X% 3.2cps 1 20cps. BIEVEAHTRM, @i 2 HEBHIEREHHE R4
DMDAAC BB A —NREYIEREH 22k . X#k 3 (Nippon Kayaku Co., Ltd.,
Japan,Diallyldimethylammonium Chloride and its Polymer. JP 5601 6448,1981), X 50%
T H K 900g (ELH R A B/ T 240mg/kg) ISR 820g, 0°CF Ak,
EMANEREL 173, BFE 1h &, JFERSEATIIA 50%NaOH 7K (10.7mol), FHH
2h N5E. 7E 36~45'CTF XM 16h, Fif3r=¥R/KZAARIME 1h, KEMKHABRIMEE
T4k DMDAAC & &% 70%, 2188g MI/KEH. ZEAF=Y)T 40°CTFHAMT HEIH
W s & AT H IR =Y. S EFEY) 20°CHE, 0.5% 3 BK B IS BE BRIk E) 180cps,
HASMEHEE 4 2.8dL/g (30°C, 5%NaCl K+ lE. tHEBED,

SCER 4 (BUHENGSE, — R IR S8 S R FIRT 53, P92 23R, 1992,
7 (1): 58~60) KET —Fp—RMEmEH—5%, EFH. BEEERPIFNERMG
T, /MF60°C, M 30h (57K % DMDAAC. N4 HIT#EER % NaCl, A
BIK, BEZEEEEHAKAMKPRIFOEEER pH &8 7, JUERREHTHE NaCl, H
T B A €. 18 2 PR B F S 7= 4) DMDAAC ¥, 3CiHk S 36, —MBETFRE 54
I & 7%, CN 1243 88A, 1999), KET —M7ERNEPEMALFY HEXKASEM

23-
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—HREZE, F 65~85C, 02MPa EA T, AEMAKFMAMALMN, 4~5h SERK
N. FiBEYT 55~65°C T4 —0.08MPa & IV IEZR MR % NaCl, HBE=Y)
DMDAAC K. XEk 6 (BEES, HETRSYWHRER PDMDAAC 1 P
(DMDAAC-AM) HI& ST, R4, 2001, 18 (11): 645) KA/NMT 20Tk
#F, 6 pH{ER 9.5~10.5, 8 = FHOKER T HNERSMEAELM, REERK
N ZE SRR N . BRI RSB NaClJG, B lmE () ZRMEMER 2 BURIE H i
) NaCl %, fT1#3 DMDAAC F=#) s Aya T 40°C Al 7 SR L 1% M5 R I5IRE
HREEEFRARGBILILE 8h, 45118315 RY PDMDAAC MHEFEN 10%
HIFEER Y P (DMDAAC-AM), HAFEREEME S0 1.96dL/g (EH CREM AR E 4 &
YeE/NF) F19.26dL/g (A 30°CT, 1M NaCl KERFIE).

B — 51 & 18 2 HIFH E F %44 DMDAAC H, {7466 Bl F= Y& 2= BT . R T
AMUAE % T E P RN k7 KSR R BT pH (E% 5 Sk AT 15
KD R FEII A R, T ELE XA I BE B F SR AR AT U 2808, TR R, B
IONBRR T pH 18 5 A i /K 2 VR B 1 O RS il s 4, 8l BRI PR IR PR T
#4k DMDAAC WHIZEE . R, Z4 A4 1ER)&F LU Bk DMDAAC P4 2%
RT3 R RS G VA A 2K 5, S0 IERI IR TR S A& B A SR
R 7173 AL ] 7 V5 A 1 ) E SRR

O T tH— 45 518 HIBA B T ¥ /5 DMDAAC ¥, B RS it i Sl E 26 1 7T £
WA BIERIR, WL BT UER 2364 NaCl, LiEH R IBLEER 2 K3 H AU R,
{62 ZHOR R MR EKE AR M. 0. EhRYTT, KR RIBUG . M
WEETEAMER, 3CHk 1. 3CER 4. TR S FISCER 6 QRAERRINERA®E
FANE f BB K ZE IR AR B T LARR 25 i — P IE BB I B T 545 DMDAAC PRI L&
KanZefi, IR_ETHETH44 DMDAAC ME A& RNERE, B2, pH HA 10.5~11.5
I BRI A B4R AN 110°C RIB/KZRIR B e S B MBI R Y. SRAEEEEEh 10 0
BERKRAE, WICHR 2. SCHK 3; @R T B SRR 2 — s B4 NaCl FE sl i
MR L €0 30 PR €8 B b, B 100 45 P RS oI B 4 0 VR R R R R S PR T B A
DMDAAC F= 17K 8 # H  & Fh 2% S 2R A 5 i 45t 0B 348 S ) T 2 30et, w30k
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1~6 %, TR @ IE X RSB RT S 945 DMDAAC 20 R A8 B SRV ASLRY) Ko AH XS
SHFRBHRRAE, U—EEE TIREMRHMERMERIERD, REBFHEHIITER
R FlinSCER 2. 3CHR 3. 3CER 6. LRFPFREREEIE AR T LA B — P& T EHE
LAA5 ) o 41 BE 0 ST L AR 52 O PH S T . 46 DMDAAC 74 |

25\ HE l?éi:

KR EOETRE—F T EM R, BERPE, EE5T =K, TPAKES,
TR, RERENSGEMNEFREZHE IGRER LR AREHETE.

SIMA R BB RBRTEN: —HRAEAEFREATREIGRERL
SRR HIT T HAFEAE T T MMM & A T 77 AT

1. FRRE T T, Xt — Bk EI B IPHE 7 54k DMDAAC ¥ & Fhae A0
A E BT T, TUEE T 5 ¥ R AT A 2 A A& B

2. EFRIBE B IR R B P IR F 54k DMDAAC VA, RIGIITE AL E
MEbI R, ISR | AR MBI R 1.00 ¢ 0.90~1.00, TEV HBE R
TAN T AR S A AV AU B8 R T 2R 3

3. SRR 1/6~12 MKERBPREAEEN 35%~55%, FHAEMRT—
0.090MPa E /1T, 4>HI7E 401+ 5°CHN 60+ 5°CHI/ANRE TE B AT R 7818 0.5~3.5h, & —
S YUR IR FE A B TE B BB EOh b, SRR ZE AR KR B 5

4. P72 U8 R B S Coa SEBR 254 H ) R 44 NaCl;

5. EI R K S B AR P B 4K DMDAAC KI5 & 60+5%, A EFENE
AT EALER, IR EER, BRNAEED, GERHET #1k DMDAAC
FEY R

ERESMERAML, HEFEMEL: | NAAIESFITE, MEE TR
DMDAAC FEIEBR P BE I & Tl SR R R — R AU NI, &M, MR
FIMEIE R Z% 5 NaCl. UG ERER 2E . — WAL HHAT € B, 1E R IRAVEHIRIK
., ZRTREBEARTNEFENZMELEBERFTINGRME: 2. BRI ER
HoE, WitTEMAN T MEEMNIOE, RIS ETIE AN 515 Kk

-5-
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B 82 5 TR REREEBEE, #8607 AMABMEBIERAFE pH EI57 kL
RSPBRIF I ZRTIAF IS RS HIL; 3. BTA K, AR, SSRER
T 9ol FR R A E AR XY BR B PO E AR T i, BRE R T SR 2N 5
U B R B 5 48 B RER) — FRRRAORG, B TS T, ER R 7 ik v
W IR, R RS R R RN R AE——I B T4 85 DMDAAC
TRERMBRKIE: 4. HINBRAERE NaCl, &idmERMmREN S, TiEns, i
VBUFH T P R B € A R R 2 A A P2 PR T BT AL IR R 2 T B3 — 484, 5. i
ARG HIT R ZIF B F 545 DMDAAC P4yl b 24 S Fh 204 B 0] th i 407
LERRAL, FrSRERRIEVLMERT L R H0)E B v R O 3R & IS v 1 T by 4R R 4 1
T URESECN 65%BREW, AR 0.5%H(NH,),S,05 21 RFIF 50CEI 5 K
. 9h) FHE T #4& DMDAAC MISRET4H — P 3 —H R4 (Poly-DMDAAC,
i PDMDAAC) (HIRTS FIRE KN CHAHEREEET) Kot BALE 1.

R1 HBETRERBHEENRRSERRE RNENE

) P HERS B
R/ (mg -« kg™ .
o) i/ (mg-kg) /L g
' G| R | GRS SR BUK NaCl | BUi&#: | —Hf&E:| PDMDAAC
1 100~ 3000 | 80000 | 10000 | 1000
10~50{10~100 0~10 1.0
K5 HlIR0 500 ~10000 |~ 100000{ ~35000 | ~4000
2 400~ 10~
- - — — — 10~100 >2.9
HlE 3000 1500

T © “—” RRREE, BEBRAH Imgke CFRD;
QOF=YIHFIERE T 30£0.1°C, 1M NaCl Hh3 S vEN 2 EE85 (FRD.

B
Pt PR 2 A B B v 00 P S F B 0 — PR B I TR R AL BN oy o 0 T 2 R
&,

H A ST 77 A
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TS E X AR A — S AR,

- SEHEB 1.
CEATHIR, A2 A B ) 7 40 P B B T B4 = PR B TR T B UL SR R U T R B B
KT A

Bk, AEESNTERESNE—SETZHBHAERINEEFRE
DMDAAC /KR & Fh 2% T AR A& & BT & SR AR R 0 24 03 5] Ay —H
. SR RTERE. TR SRR AR BRI & B R 2.

=35, 7 120L FIBHET 2001 MRLTER SR MAFERIHI A B 6090 — 3515
i 4A DMDAAC ¥ A S0kg, ARIEGEEEMIEBIMIGRERE (CPILERE. M
i Eh R ER RO A B4 0.87(7.66mol), R BB £k | A EMAHIY BRIEZ LEY 1.00
1.00~0.99, ZEAHBETMAEE N 8.0%FH) NaOH 7K¥& ¥ 3.79kg (7.58mol).

B=, A 15.0kg, FHF—0.098MPa [EATF, AMHIE 40£SCTH 60£5CH
W A8 1.5~2.5h, 945 AR E LU BAR LN 1k WUE 2RI H i B L KR T

BUE. PR L R A I B B O i JERR AT L ) R 4% NaCle

B WRIKCRS ERESER (60£5) %, HMANTRERER 1%8E
P B EAALIE, ARIEIRFE Jy 45~65C, BHIEA 0.5~1.5h. WEHETIEREFEER, 8
B B 40 FE B S T 245 DMDAAC Py, HT &3 RAR 2.

% 2 F5HIRTJE B4k DMDAAC ¥ 24 & BN

- Zefi/ (mg -« kg™")
QUK | THR | TR | RAEE | B | NaCl | BURHE: | ZFRE
1 AE%IET ) 50 80 100 10 300 | 80000 | 14900 | 2500
2 FWEl — — - — - 2000 | 280 ~
SKHEB] 2.
CEA TR, 7% B i B A0 B B T B4 PR A TR T B IR R R T vk R A SR
M7 A

%‘ﬁ,W@%ﬁﬁﬁ&%%ﬁﬁ@”ﬁ&I%ﬁ%%%ﬁﬁ%W%?ﬁﬁ
DMDAAC /K& B &R RAG &8, HITE SRR RRTH A
-7-
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TR, RS RRE. MBS . ZRIRERRE. ,ﬂﬂici“% , HEER
TE3.

BE, 7F 1200 ZEMEEER 2001 PBRBEZAA KB PIMARRESIN G B 65%8— 51k
#.4k DMDAAC ¥ B 50kg, MRIEEIEESVIBRMLENRRE (ZPIRERRE.
HRKERESEY) MR E N 1.35kg (11.81mol), IEEKRMIEME | AEMLMNYELZ
% 1.00 : 1.00, FEAHEMT, MASERN 6.0%f NaOH /KWK 7.87kg (11.81mol).

B|=45, MK 12.0kg, T —0.099MPa £/ FHHELHHNE 45E5CH 60£5
CHRIREE 2.5~3.5h, B S HWHEEETHBMEBOY L, WERBRKRIEKRE
ftE s N R A .

I, BARYETRZ IUE e B S O ad JE IR AT Y B 4K NaCl.

BHE, ERMKATERESERD (6015 %, FMANNFERERE 1%H97E
PR AL, AIRERE R 60+£5°C, WEMN 0.5~1.5h, WEMBERE OGS EREENE
%, BEEMEHET B4 DMDAAC FEYIE i, HTERENE 3.

%3 KEHIRTJS B4 DMDAAC %R 2 i & B4R L

e ZLRE B/ (mge kg
S| CF | AR | R | BBE | NaCl | BUKEL | kR
1 KdlRr | — — - — 600 2000 | 23500 | 3500
2 BHlE| — - - — — 2000 20 —
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W F O E Ok P

1. —FEAEEEFRE - RRESRESENERINE HMEETIZR
FEFERAE & 4 an T 77 BT

1.1 ST, X i — 5k ®I18 1) P 3 F 544 DMDAAC %8 & 2% i
FRA RIS AT 4T, MBS SERMEE R RANMNETE;

1. 2 76 FAB L S PR A R A8 M BH B 7 B 4k DMDAAC ¥, AR Y518 BB &L
BRI E, HEERRE | SENWMNYRMELA 1.00 1 0.90~1.00, 7EAIBIH
AN T BRE R A v LA B R TR e SR 5

1.3 A BARE 1/6~1/2 FIKERBTREEER 35%~55%, HIEMRT —
0.090MPa [E /1 F, 4HILE 40+ 5°CH 60+ 5°C P MR TG E A TIUEZET 0.5~3.5h, & —
SRR ZE BB TE B BAR WO b, WEZE H AR R KR B A

1. 4 [ JO 908 0 ok R B 5 0 io JE R 25 AT H 1 445 NaCCl

1. 5 JEINAKE 3 B A S W P B 4A DMDAAC K& 800 60+5%, FHMALDETE
PR HAT I AT, T YRR IR, BRI TS &), AR S KPR T #45 DMDAAC

2. MRARACRIEESK 1 BT A i 45 B B B4 — R B R R B AL B RS 1 T
HASIEZET: TEAMBAETMAETER 4%~32%H T AR S Ak 098 T LA B R A
&3 i .

3. ARIEACRIESR 1 88 2 ATk 00 =0 40 R BH B8 F B4 — B IR N AR R IR T
B, HAFEAT: KT —0.090MPa 5T, 4FI7E 40£5°CHI 605 CHMREZTEH
BEAT VL2818 0.5~3.5h,

4, WRYFBURIE R 1 38 2 Frid i e 4 B PR S 7 S 1A — B IR I B AL SR ROR
9, HAREATIMADNTBERBRE 1%0EERETHALOHE, GEEREN 45C
~65°C, BHEAN 0.5~1.5h, SIEEREFEER, BRARTEED, AEFHEETRHE
DMDAAC F=#1¥% .
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FrxEHI— 221 DMDAAC
= A

G BORHESE J 2%
EENRES

v & A NaOH
4%~32% Bk LAY 5

Y
b BKFEE, {KF-0.090MPa
ESTF4E =4 40+5C,60+5C, ~ SERZFR > THEH
& 0.5~3.5h L 748

i1 ¥ kR % NaCl »  NaCl &k
Y

s . W B 48 2> 5 MEFE R

T WOTE T AR £

TEHEER R I
\

FERE, RRSECHN
B4 DMDAAC F= &%
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