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Abstract

Hydroxyethyl starch (HES) is a water soluble semisynthetic polysaccharide. Its
outstanding advantage is the high stability of the ether linkage, and hardly be
influenced by the electrolyte and the pH, and can be also used under a wide range of
pH. These characteristics make it useful in many fields. However, its stability and
transparence are so poor, and the synthesis of HES with a certain degree of
hydroxyethyl molar substitution needs a comparablely long period of time.
Carboxymethyl starch(CMS) is also a kind of important starch derivatives and it has
good functions of water-solubility, mucosity, swelling power and dispersion, whereas
it is easily influenced by the electrolyte and the pH. For this, in this paper,
hydroxyethyl starch is reshaped to get the carboxymethyl - hydroxyethyl starch, a
kind of mulriple modified starches, which has fine properties that belonged to both
kinds of starches mentioned above.

The carboxymethyl hydroxyethyl starch was produced with maize starch by the
wet process, which was prepared with 2-chlorine ethanol under alkaline conditions
and then more methyl ethanol was added into this mixture and chloroactic acid was
additive directly in the condition of alkaline catalysis. In order to short the time of
hydroxyethylation which reacts between the solidoid and the liquidoid, phase transfer
catalyst is introduced. The best phase transfer catalyzer can be selected between two
physical phase transfer catalyst systems: polyethylene glycol and quaternary
ammonium salts. Taking DS and MS as the experiment index, the four quaternary
ammonium salts—Tetrabutyl ammonium bromide(TBAB), Tetrabutyl ammonium
Chloride, Tetraethyl ammonium Bromide and Cetyl trimethyl ammonium bromide
and polyethylene glycol with molecular weights of 200, 400, 600, 800 and 1000 as
phase transfer catalysts, hydroxyethyl starches are prepared. Compare these starches,
the results indicated that the catalysis capability of quaternary ammonium salts were
more predominant than polyethylene glycol, and the best phase transfer catalyzer was
Tetrabutyl ammonium bromide(TBAB).

In the preparation, taking the dosage of water, the dosage of catalyst, the dosage

of 2 - chlorine ethanol and reaction time in the process of hydroxyethylation, and the



dosage of NaOH and the dosage of chloroacetic acid in the process of
carboxymethylation as the variables, DS and MS as the experiment index, and using
L5(5%) orthogonal experiment, we can obtain the following optimum processing
conditions for preparation : starch: catalyst: 2-chlorine ethanol: NaOH: chloroacetic
acid=25: 0.75: 10.0: 8.0: 10.5(W/W), the reaction time of hydroxyethylation is 6
hours, and 9ml water is added when a hundred of starch is used. The MS and DS of
carboxymethyl hydroxyethyl starch which is made according to the optimum
processing conditions are 0.3502 and 0.2419.

Furthermore, reaction kinetics was studied. The results indicated that
phase-transfer catalysis reaction of TBAB may be viewed as a quasi-one order

reaction and the best reaction temperature was 45°C.

Key word: carboxymethyl hydroxyethyl starch; phase transfer catalyze; reaction
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Fig.1-1 The basic structures of the five phase transfer catalyzers
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Table 1-1 The lowest stirring speed for eliminating gradient between two phase
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AW Herriott*? 200
D.Landini®" ** 350
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Fig.1-3 Effect of different dosages of H,O on Phase-transfer catalysis
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Table 1-2 The reaction rate equation and characteristics of all levels reactions

VAE
"&ﬁ[ R Bak k Ay RBAL H&XR
d
0 - ((;tA =kt ¢y, =K mol. m-3. s-1 cA-t
dc €40
1 -—4 =k, ===kt s! Inc, -t
t ‘A
) 11 1,
2 - :tA = kCA2 C, c,q,o (mOI.m.S)“]- S—‘ Cy
de, , 5 1.1 _1,. e -
3 ——d_tA__kcA Z(CAZ AOZ) (mol.ma) 2.Sl 12 -t
cA
dc 1 1 1 -3\l-n _-1 1
~% e, —(—-—)=kt (mol. m™) ™. s —
n dt n-l ¢ ¢y CLo

1.3.2 i&E{LEE

EEE R R ERNFEN—ANEESH, HUEEXATUBERAT T
KERNNEERT —EHAEL. HLAEKN KN R 5T — MR,
VERER, RN AT iSRRI, RNAE 5 HAT.

FEMNETK S THXEREZ LIRS (Arthenius S A) 7 2. HA
ERFAAN:

Ink=~(E,/RT)+InA4
k= Ao E'RT

Rp A BIEET, 85 k.



NS N NG s S 470"

FHRIAFRE T THEREH k &, TERLk— UT B, Ng—
HZ, HELKHAEMEIERSELE Ea RIFHTHEF A,

IR R I IR A X R S AR S i — AU L, B N RB R AR AR
wIER, MTEAR.

[a] 'r' o .E"
(a) (b)
v ¥ 3 vV &
o ? o ';
{c) (d)

Bl 1-4 AN[EIRELRE X R NE R (1 T

Fig.1-4 Effect of different temperatures on reaction rate

(a) RABIERRL, BEEIMREAR, RNEERREK,

(b) BEMELR M, BERFEIE NCEIR T AR TSN, FELL 20 &
BIEHNSAHENRN, BHEEUER.

(c) BHIRIRM, WML, TaEHTREA N, BIRN=ERXEW,
TR R K.

(d) BEFEER KT FFE, W 2NO+ 0,—~2NO, # B F XM .

1.4 RXHRPWEEANR

RERMIITEM A RBRMEE&. KR, 8k, TK, BFE
WEHEE R NSRS, BRARKR, THZAMEEN pH KEW/A, BEER R
) pH &4 TR XL EREEFSORPRE ZNA. BRENREE

14
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HEHTE. BRARAE HTFRE. RFEEDCMS)E AR RKIKE. H4.
Ko fh e, EREMRRRATRE, THZ R pH FERE K. A
RULEFMERIERKIAC, BRPEIFIAZRZERBNSTL URHE
TREGREER, FENNRABREI, ATSERLERMOER, X
BHEMETIY FRNATER. AMERRIEMRNEK, S5F84AR,
B TR N, MARET MRS, RERERE LR RN E,
¥ Al R N3 Jy AT, A AR . BT T:
1. SIANEBEATINE BN, HAILET ZIRSHERR T L, 53
RPEFR LHETER:
2. UBZERRE NG, HERSEATIENE, 8 HEER LR,
3. DUREMELTIEL R ARR T - B Z R, B F RS HERNY
B R R DA [R5 R R PR, BHRETZ%M:
4. BIRMAEBEULERBZERENRNBINE, BHRNERTE. RNKK
RIS RE



s NG 1y we A58

¥ 2 E HEBRLTINIRE

EMERZENENE THREESERN, XRERNAEARNREEZ—.
FI M ALBIR (PTC), AT LUK R BESCAR(GE M) $ 7 1) B AR B8 2R
MTTEEY 2- M Z B AR E R, K &> B B AT B KORG8 R R
rfiE), fRERNAE.

2.1 fELFBIFhR RIS

FREERS AL FARAE R A Y 2 -9 PTC. [E-# PTC. =#H PTC RIRAH
PTC %,

B 2EALR N BT ERESARE IR R B, KB E - PTC fE A%k
HfEAL . E-9 PTC Bk, Mk, . BE. SR, BEHE
Rk, BYERSRA, EBIEHRMEZ ZEERN G RR ZEER I ELT.

AL DUE TR, WTREE. NZERLE. tREE=R
By AL AR TUFH LR SRk S R4 F B4 Bk 200 400, 600, 800 F1 1000 HIZ
Z R R FIE AR RS RN &G T & RRZERR, R URZENRE
(MS) M54, HBIXJUMEEHMRZ_BRELEYE, Bli&EPTC.

2.2 KM RIFNILER

2.2.1 KR
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% 2-1 A RURERL R

Table 2-1 Synthetic raw materials and reagents

2 R 7 Hh
EREH Lk AL Jb i R Bl B PR A 7
- W AR RN EER M LR
AR AR KR RAFAR A
G AR EAERLFRRERAT
WA AR RET SR AIL TR
B AR RO TH R FHEL A
PUIET B RILER AR E AR RRARAA
POT BRI CP EAERNEF RFTRA A
U 2. 5 iR AL AR BEAKEANF AFARAF
FNbE R = R AR B2 A% R R F R A F
PEG200 LR KT ATEACZH AR B 0
PEG400 CP E4EBLERFHRAA
PEG600 CP RO BMI LS
PEG800 g il KiEHE M LR
PEG1000 cp EZER L F AT AR AR

2.2.2 TEMNGE
K 2-2 LHNFE

Table 2-2 Instruments

2 7= 1
HH-S /K% RS e T
131 RSB S B B8R WM E LD B AR
DZ-1A BB AR T4 KT R IR A A
JA1003N K F EEREEREARERAA

2.2.3 XRKER

17



ARAE LN N o4 T P S A5

P 2-1 S5 A

Fig. 2-1 Experimental setup

2.3.1 HIERIBMAX

D) RABRREURZBARMLAIF &R 28T H
g 2.3.1 PABRBIERIERBI =T, BHEREZRLREHE
ROERBNBETE, BUTEREZE, BLEXGHE; REFERE
EMTBEST —EBKOBEIERND, BALEEMATZERELR, BE
£ 323K Bf R 6~14h, BI4ERK HES. R HRBIT:
o L EAR R
PTC

[Starch—(OH)l, + nxCICH,CH,OH+ nxNaOH —+Cym

[Starch—(OH), (OCH,CH,0H),], + nxNaCl + nxH,0

2) RAMETZHATRPEL
TTERME LK R N R & M E B MA R SRR AL T R4



SUSUCER 1 K7+ A A 8 S

TREE-BOEE SRR .
[Starch-(OH);_, (OCH,CH,0H )] u+nyCICH,COOH+nyNaOH———»

[ Starch-(OH); , (OCH,CH,OH ) (OCH2COOH),] y+ nyNaCl+ nyH,0

3) BRMEAWT:

PTC
[Starch—(OH);], + nxCICH,CH,OH+nyCICH,COOH+ n(x+y)NaOH ——»

[ Starch-(OH); ., (OCH,CH,0H ) (OCH2COOH), ]+ n(x+y)NaCl + n(x+y)H,0

2.3.2 BTEEBREREEMNE

2.3.2.1 [F18

RASMEEESY], LS MIERAN, BLEERTRERARME TR
SUMBRMHNKE, HEEZEBURMLEE, URREEES AR IE, i
HHHPRZEOSE, MAHEEHILERIUUE. REFER T,

R—CH;~CH,0OH + 3HI— RI +|ICH,CH,l| + 2H,0
[ ICH,CH,l | + HI—> CH;CH,I + H,

MS & X AMZ 50 T o B SiER AR E LTz, HEH1)S5Q)A
HEH,

y AEL _ M-OSXmZ’E}ﬁ‘%
R AR = g W
oo e KBS EE 162.14
A = o0- MR T A A )" 4405 @

2.3.2.2 [RBIRALEE
(1) KR



e NN B2 vATe's

R 2-3 B LEWACE 11 B 1 JsORE R AR

Table 2-3 The required raw materials and reagents for hydroxyethyl substitution
degree analysis

HFR Hikg FeH
R A 6%F0 Z B e bE S 130/0.4 s
e g AR B 25 FRFA R AR
Mz x5 AR B ERAFRAF
Z.HE(95%) AR E 2R AT R A A
L3 AR KRB RAFT R A R
GBS AR KT RMR KRR
() FEMBRE
R 2-4 LR
Table 2-4 Instruments
E4i P
DZ-1A B e EiR T4 KB RAIFBARAH
AL104 Bt RFP BR-FA TR ERAR
HP6890 S AR Y Agilent A 7); Agilent f4i% T.4E%S
XYJ80-2 i B O Hl AR SIRWEITIS

I RN RS EEEFN TRERN, Z%RNaSREWS RIFETRSENE.
B ARERME, BERNEARNURZEME. BEEPRIT—AH, &
THE, M mEAESeS. BitELE 2-2.

20



w8 NIl it DAY

&
oy 4
ﬁ#—fl' /—Kﬁ% *0.]5
=== i
REREE 25
H ‘
= [
|
| il pose, BoumZ
i T EN .
|
i .
T WA S 7

K22 kMaERiHE
Fig 2-2 Reactor design

2.3.2.3 TH/HE

a SHEMFMRGHE N AR

B kE: HP-5(100%F EEEER; 30mX0.32mm, JE/E 0.25um), BWMjE: &
KIGE FHALIRRFID): HER: EIHEE 80C, R¥F 2min, LA 10°C/min F+E
110°C, fR%F 2min; HFEOEE: 180C; WMBFEE: 250C, HX: N2, FE:
Iml/min 53ifit: 50: 1.

b AR &

BRI R R 1.0ml, F 250ml ZEET, MB—RERBREZRE,
®5, ABAME, BIANFEROEPRHA.

c BRI &

6%F2 L= JE M T FHRA R TR GBS AU K . RS AR & 100mg HES(F 1R F
BT AT B RS, MAS Y 200250mg, BREIE, HER
BAFAR 2.0ml KEME 5.0ml, BREFE, FE. BRUFEEMHE 150C
FEE TRES, KN 12h 5, FIERMN, BURAN, BIRRE, KEd it
oo WG T ZIR KRN BB E YL E5.C 10min(3000r/min) 5, it R N E
i el L, HBOR PO T STBOR T, BRI EE® 100pL TR —
¥H Iml BZRRFBOESEORS, BE, 85, Fl.

21



s KB AR 3T

d iXFERIBIE

TR 7= S FRE 100mg BN E BRI RS H, BELRLEA
X R AR A —

e IR

43 BN B RO B S SRR 20D BHATINE, BRI ZIATT R
W5 E R,

2.3.3 LWHZERIZRIE

) ERPRE

1% 25g MBS AT B RE- KBRS, B|ANEER NaOH L2 30 2415,
BIRERMAZZEAELT, RN 120 GRELERE; BHEMA 70ml #
FEA 10ml 18K, FERH NaOH BT E, BEMARZRRMN 4 /M
Ao FEYIRS IR A BIR S HIE L BR B, R SRR I 2 B BEBLIR 2 1K, 50°C

TFI% 6h BB,
2) TEHRE
SIS TERBENE 2-3:
WAk, AR BAL AL
SR HLAH Y ms — Ry
\ 4
RERLPBZEER [ vk, T ¢ F Al

Bl 2-3 R CETER I &HAR
Fig.2-3 Preparation flow chart of Carboxymethyl-hydroxyethyl starch

2.4 #R51HE
F T IR A 7 09 3 AT 6 S RV 2 — A AR R AR (L) R P R -
ZAEVERY, FERER RSA AR AR, R MR (K INAE B

22



e N R DA

R g AR AT RN Z N BRZEMIKIER 25.0g, FEZ 40ml, 7%
137K 10ml, NaOHS5.0g, 2-%Z 8 10.0g, #1k5 0.5g; HRFEHEALHEE 7T0ml, 7%
787K 10ml, NaOH7.0g, ®Z® 12.0g.

2.4.1 TEBEELFERAN

DY IET ZiRILE(TBAB). W Z 2 E W E(TEAB). 14T 2 L% (TBAC)
R ki = R R (CTAB)U MR M o & D AL, (AL -& AR TR K-
RZExER, XY ERRES AT R:

x 2-5 ZHEHELY MS

Table 2-5 MS of starches catalyzed by Quaternary ammonium salt

i EhAEAL T 2 7R MS
WUiE | &84 % (TBAB) 0.339039
M ZBiRALER(TEAB) 0.311001
T HEFE(TBAC) 0.312119

+ bR = BRI (CTAB) 0.240572
Q35

020+
- !
o154
010
005~
[319] : ¥
TRAR TEAR TEAL CTAB
L vE

&l 2-4 DUFPZ4E EE 1 HEAL 0 & FRIE R MS

Fig.2-4 MS of starches catalyzed by quaternary ammonium salts

23



e AN e AT

& 2-5 FE 2-4 FH, WAHEERELFIEABCRELAEE, K
TBAB fLiHtE & kK, M TEAB £l TBAC 1EE{LFI& BMIEHFE BB E
i, XREHFEMNWHESTEXMREHE, FREHBREBE™E, B&
BB QY BT EREEKR, HAMRL CTAB K& AXFR
ML FIIFE %, X5 Herrott. fit Picker PHIBT X 45 RAMTF. MESRATLLEH,
TBAB HELIFETELL TEAC 7 —4, XEMTE HEF BrfEURL S B F
CIHIBEALFE 5 T 5EMRAML &1, TEAB tb TEAC HIiETERSETF, iS4
AR EAEEEERR FREEIEKR, B2 TRENKREHNEE
EXFERMR A BE(RE TEAC FIRR T/ T 12, ERKAFBHEEMENL
k).

2.4.2 BT _BBREAFIFEERS T

HEATF RS H)A 200, 400. 600, 800 F1 1000 HIZRZ. B HELF], #
ERBRFE-B LI, YR IERRES M TE:

*2-6 RL_BEA=Y) MS
Table 2-6 MS of starches catalyzed by Polyethylene glycol

AL B R MS

PEG200 0.187060
PEG400 0.323160
PEG600 0.244250
PEG800 0.193346
PEG1000 0.265347

& 2-6 XIE 2-5 AT i, R ZBERMEARISF 2 200 3K2] 400, 1#1L
FIEME R ET T ERIE BB K, 6 400 2] 800 B ELLFETEF(K, ZEATEHN 1000
TS E IR & . HP PEG400 fELE MR &, XA AER HT PEG400 FEk
BHEEILRMBEARENERNYAB F4EE, FRENEFE “RE" &,
MNTEHF &R RMEREY. TYRZ B TEEF 1000 i, WRESTHE
FHRA®A AR SFHARILENBRAREGE, AmFEELEEZS.

24
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030 4
025+
020 4

= 515
0.10

005

000

PEGYH '

& 2-5 A7 &K PEG L& RIEH MS

Fig.2-5 MS of starches catalyzed by PEG of different molecular weight
2.5 INGE

(1) PEEh, BZ-EFHINHBLTNER ZENAREBELT, KA
FIEHI R BRI, FHETRFEANBIRPE-RZELT SRR,
% BB AL TR e L RN P A A

(2) WERKIEMEIRZERRERNT LAY, UUREAER, FHEHE
AT A R R BB SRR 2 B RS IR ER L
RO ER, WIELRRNS, FHRMMELEES L,

(3) MIOFFZ4 TG BRI A 132 B K/ LLE
ENTHRUERHEAEERK, WOERLE. WTEBERELEKXRZ, 755
E=WERNERE.

(4) NHMARSFENRZ ZBELE BEER NF ZEEBE K]
UEH, 9T 8N 400 KR Z —EEH PEGA00 1k iP5 47, PEG1000 & PEG600
RZ, PEG800 /& PEG200 K %-.
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SRR TN TR 3

FIE BHRE-BCEEMELSRIZMMRL

FA—F 4 235K 70 Ak T ) 1 4 0 2R — R M B AR TS T KRR TE R AR
SRbE, ERASHEEEILIL, WRIBEENBEEERS, EKE. |
. THR RFEASMERNIRT, BRASWR, 0HZHEMBFTM pH K
WS, BEERSEN pH &M TER, B8R SN S EAS, BT
BEEBRBRAEMWRE R, BV, GRIEENRLT, BRFREENIHR.
A theE. ARMARRLERALEERBIESZLIER, RRFTHR—
RHIERIME R, SORTHAZ. XEUEKERAER, KM 2-8L
BEBHTRCEA, BRAKZRET RN, BIRPR-BLERGEMREY,
DR FERE. BZEERBRENIER, SHHRABZEARN T EKE,
BALH 2- R &. UTIRE. BZEN RN E. &N RN+ NaOH
RE. KCBRAEXNYNRENZRE, FRNTRPE-RIERSTMER
HAAm&l & TERBETZEM.

3.1 SKILNEEFMF A

3.1.1 FEFEEFNKF
% 3-1 A RER RIAT

Table 3-1 Synthetic raw materials and reagents

ZFK Hikg )
EREH Tavgk 7 )b T e G oy B L B2 PR AT B 8 )
pE- AR KW AL LT
AL AR R AT R F R AR R A &)
il AR H 2 LR AT R AR
HZm AR KT A TR A AT
g AR R THRTEL A
WIE ] R AR E ARG R A

3.1.2 FENH

26
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x 3-2 LS

Table 3-2 Instruments

B 7

HH-S K% TR TR

J-1 K S e Eh R HNE LB RARAR
DZ-1A R e ER T4 RETRIF B ER AT
JA1003N K EEREERF AR A A

3.2 HEAR-FZETEMIT &
3.2.1 ERTE

¥ 25g MBS HT FEE-KBHE, BAEEM NaOH 43 30 /34815,
BHERMAGZEARLT, K5 6-14h 5, ¥ HJE MAE B H NaOH BHTH
RF, BEMAEZBRN 4 AFETE . PEYRe R KR s £ B A,
FA# e b R 362 FBEVES 2 IR SOC T4 6h BNB= 5.

RZE-RTEESTHENSBZEL BN, BEREFHKE
v, BERRENE, IXEMFEERRTEROBRERE, Fit, L8
¥ 7,5 FE SR B (MS) FIR F AL AR B (DS) 4 iR B 46 h%, LA L REMLK A &
MR, - ZBAE. KRR U RIR PR NaOH Fl B, HZRAES
ANEENTE, B LGHEXRE, BHERETEE M.

3.2.2 BEZEERBMRRHNE
EFTESBEZFR “2.327 HAGEIRI 3317 G 1 2 5K

REEHEATIIE .

3.2.3 LAEMKENE

3.2.3.1 LWEE

M E —E MR AR R NIRRT, TR R NAR RE AR 95 A3 A
R KA BE B AL P R IR I B B R R R, BV B (Degree of
Substitution), # XA EDSER. HEGKMETER KL, BLE. 0

27
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RIER LA, F I M TR A, ERTEMRK DR
W, WA, BXIREEE, RAHESHEENERPENE.
EHEREHAEEEMERERRE. BEHENEAGRRERPREERS
B 8 o S S A R SR e, R BERR -
JE#(-CH,COONa),+CuS 03— I $3(-CH2C00),Cu | +Na,S04

JR A BB R R VR R A e 5 Tt 8, X ICBE AT FHEDTA(Z — %Y
LR HhEE T EME, LIPAN(I- (-t fBED 2-Z5B)) AR R AR
EL M. Ci” EPANG & MR E R IF(1gK=16), HFiE N ELE, Cu® SEDTA
HEVEAIEE(1gK=18.8), HHEHEE R, UHED LS, EDTATRTEAM
Cu—PANZEWFFIC®, HRNMKA:

Cu-PAN + EDTA = Cu-EDTA + PAN

- TAR HEE  Ef
A BT Cu-EDTAR I 5 5Cu-PANIE L BIRERE G, XAFHE

B Cu-EDATHI A (2 SPANBI R (iR S SR 2, IIMES iR+ 2088
3.2.3.2 IKFFA KA ECH]

R

0.05mol/LCuSO, /K FIACH], FRIN12.48gCuS0, « SHLOF /M, HEE
TFRERGBEEBZIARERTER.

0.05mol/LEDTA M FIEL#1:FRI18.6 19EDTAF/MEMH, MAEEFK,
W, FLBEREHBEIARTERTER.

PANTR/RF, FCHIR0.1%Z BV -

95%Z.FEVE W o

3.2.3.3 MEHE

1R B F R HERAFRENO. 5gidBE T 100mI/NEEAR  , FH 1m195% Z. B84 i1
SRJEINNS0mI % B T KR e 2%

2B RAEBE250mIA BT, HBBERINAS0.00mICuSO AW,
GIRHE, AEREZBTKRRREZIESL, BYE#E 1.

3R B R OB A AT IR, IR TR e .

4. B MR B BB S0.00mIEM THE MR, IMAPANIRRAE, A
EDTAFRERIRIEITI E, AR ERAETASRE,

28
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5. E B BAVHTIR AT NG, KB IERIHFEEDTAR B AK B FI41E.
6. MRS I CuSO B R 10 mITHEEHF, LAPANANIERA, HEDTAWESR
BRESGE, 4TI 5 53K H CuS0,¥5 i 1H FEEDTA B i A FR I F 39 {H .

3.2.3.4 RNBRERMITE

HEDTAX CuSO, ¥ 5 3 g M E N VHFE Rz 2, BIT R il T FE R
S aPY, gmkERPESRALSASFERENESSE, HHEARA:
ex(vy—v, Jx2x81x100
mx v x1000

A=

A— REEPERASANEENESSE, %
vi— i E I BT THEEDTAB W AL, ml
vo— E R R HE R T E FEEDTAB TR, ml
c——EDTAFRHEE RIS, mol/L
m—FEEFERNEER, g
V—RRER GRS AEREEZ WE, #H 50250,
RIERFEMERASAEEENESSE, TRTITERFEEMNH
BARE :
1624
~ 8100—804

3.2.4 FRHIRIE

S RME ST M2 AP AT SR IE BGEB o 2 TR MIFE S, KBr AV,
FHETE FE 800~4000 cm™

3.3 KERItRMAL

EERPRLE-RPERMAEES, WTRFEESEERW™ R
. RN EEAFKFOELBHATRELRKE, FEREENE
ERATWEM. HlIAE 5 AMEE, BMEER 3 DKF, SEEBRMEHET 35
=243 K. FHEXHFRENS. WO, TIEZLR R ZTAMLES
BRLRO—FELETE, EHRATLRKZHRRT. FXRAT “HES
AL EEFTATEL” RORE R, BETESE SRS H A AR SR KD BOAL, BB
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firfhee, REESROORRABBIEMATE. BHit, FLBRAERLA
WE RS A K EXN T RRBTEW, SHARERETHEMT, FRBIERNF
MmREERIZ.

3.3.1 XUEWHEMILE

LI W HEAT LR R LI, BEE R & BUZ R TT S &
M, RIEELRERY, ERhASRENL, EREASR.

$2 Z AL RN K £ (6-10)ml. BELT 2-S ZBEFA B (6-14) g+ RSB 4
(6-14)h; REPREARNF NaOH Fl£(6-10)g. HZBMAE®6-12) g. HTOMME
4 TBAB ML, FEEARTLMEANERWE R —, RIECREEE,
LTI B3 H17E(0.25-1.25)g.

3.3.2 LWAEKFER

FIE SR BB A R B 44, ST RE SR 7= S 3B AR BB Rk 8 A NS,
FHEEFEREAKF. RELEMHEE. KAFEFIREKFER, KA LsGHE
TR, ERRLEMRNFEKE. BLA 2-HZEAE. #LUFHE. K
REEIE], R AR NaOH AR, HZBAENYIRERZH. 4R
R 3-3.

% 33 Lys(S)EXRB AR KFE
Table 3-3 Table of L,5(5°) orthogonal design

Vo TBAB R [A) 2-#W B NaOH W
A= /ml /g /h /g /g g
5
a b C d e f
IKF
1# al(6) b1(0.25) cl(6) di(6) el(6) £1(6.0)
24 a2(7) b2(0.50) c2(8) d2(8) €2(7) F2(7.5)
3# a3(8) b3(0.75) ¢3(10) d3(10) e3(8) F3(9.0)
4 a4(9) b4(1.00) c4(12) d4(12) e4(9) F4(10.5)
54 a5(10) b5(1.25) c5(14) ds(14) e5(10) £5(12.0)

WAERE, KFEL REBGE S0 TR R 2 A B #E AR RS,

W & LK 34,
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£ 34 FRRREK

Table 3-4 L,5(5°) orthogonal experiment

45
R e 1 2 3 .4 5 6 MS DS

1# al bl cl dl el f1 0.2869 0.0498
2# al b2 c2 d2 €2 2 0.3015 0.1040
3# al b3 c3 d3 e3 3 0.2337 0.1832
4# al b4 c4 d4 e4 4 0.2795 0.2456
5# al bS c5 ds e5 f5 0.2769 0.1166
6# a2 bl c2 d3 ed f5 0.2768 0.1395
T# a2 b2 c3 d4 e5 f1 0.2077 0.0792
8# a2 b3 c4 ds el 2 0.3333 0.0566
o a2 b4 c5 d1 e2 f3 0.2020 0.0792
10# a2 b5 cl d2 e3 f4 0.2998 0.1629
11# a3 bl c3 ds e2 f4 0.2366 0.0670
12# a3 b2 c4 d1 e3 f5 0.2628 0.0950
13# a3 b3 c5 d2 e4 f1 0.3189 0.0567
14# a3 b4 cl d3 e5 2 0.2049 0.0650
15# a3 b5 c2 d4 el f3 0.2116 0.0400
16# a4 bl c4 d2 e5 f3 0.2293 0.0600
17# a4 b2 c5 d3 el 4 0.3958 0.0531
18# a4 b3 cl d4 €2 f5 0.3583 0.0789
19# a4 b4 c2 d5 e3 fl 0.2933 0.1401
20# a4 b5 c3 d1 e4 2 0.1945 0.0931
21# as bl c5 d4 e3 2 0.2874 0.0682
22# a5 b2 cl ds e4 3 0.2096 0.1109
23# as b3 c2 d1 e5 fa 0.2448 0.0984
24# a5 b4 c3 d2 el fs 0.1654 0.1585
25# a5 bS c4 d3 e2 fl 0.2372 0.0514

R ERIFATAR T K, #ITEIAR. AR D HTEERR#E
{ERGRIRRBEASIHRIRET IR, RRAKFRBEILFRER .
LM, BHRE R TSR B R . M 25 #KIR K5
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X

K, FAIFERZE 3-5 KovridpaR.

® 3-5 RIERRMYPEMNE AR HIRER

Table 3-5 Analysis of test data sheet

B %5 1 2 3 4 5 6
o X TBAB e} ) - 2B  NaOH AL
% /ml /g / /g /g /g
s
KT e a b c d T t
Ijx 1.3785 1.3170 1.3595 1.1910 1.3930 1.3440
IIjx 1.3196 1.3774 1.3280 1.3149 1.3356 1.3216
ljx 1.2348 1.4890 1.0379 1.3484 1.3770 1.0862
Vjx 1.4712 1.1451 1.3421 1.3445 1.2793 1.4565
Vix 1.1444 1.2200 1.4810 1.3497 1.1636 1.3402
Iy 0.6992 0.3845 0.4675 0.4155 0.3580 0.3772
Ijy 0.5174 0.4422 0.5220 0.5421 0.3805 0.3869
My 0.3237 0.4738 0.5810 0.4922 0.6494 0.4733
IViy 0.4252 0.6884 0.5086 0.5119 0.6458 0.6270
Vijy 0.4874 0.4640 0.3738 0.4912 0.4192 0.5885
kj 5 5 5 5 5 5
I jx/kj 0.27570  0.26340 027190  0.23820  0.27860  0.26880
1 jx/kj 026392  0.27548  0.26560  0.26298  0.26712  0.26432
Iljx/k; 0.24696  0.29780  0.20758  0.26968  0.27540  0.21724
IVix/kj 0.20424  0.22902  0.26842  0.26890  0.25586  0.29130
Vijx/kj 0.22888 0.24400  0.29620  0.26994  0.23272  0.26804
[ jy/ki 0.13984  0.07690  0.09350  0.08310  0.07160  0.07544
ITjy/kj 0.10348  0.08844  0.10440  0.10842  0.07610  0.07738
Mjy/kj 0.06474  0.09476  0.11620  0.09844  0.12988  0.09466
Vjy/kj 0.08504  0.13768  0.10172  0.10238  0.12916  0.1254
Vjy/ki 0.09748  0.09280  0.07476  0.09824  0.08384  0.11770
&% Djx 0.06536 0.06878 0.08862  0.03174  0.04588  0.07406
% Djy 007510  0.06078  0.04144  0.02532  0.05828  0.04996
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3.4 BUEN

ERER, NTFROEERNAE, 8 3 FIRERK, RrixIINPELE
ARG HE AR, EAREREENZRLRR, BRI RN X
BZEDREZWE K. #UF TBAB. KM 2-5 ZEEHI I B 15w K IR
Ay TR TRPERRE, %5 FILERK, R NaOH IR R AR
WREZRK, ABRMARKIZREN.

R & H R RLEARBRER ST T:

0.30
7
0.29

0.28 —

027 4 \.
0.26
025 1

0.24 4

FRLMWAVE

0.23 - .

0.22

e 7 & s 1
&K H/ml

Bl 3-1 E/KEXF= MR CHEEE/REULEE K M

Fig.3-1 Effect of different dosages of H,O on MS

M 3-1 R, HE5/KEH 6ml ¥NE 8ml i, 7= & ¥ ZEEE/RIARE MS
ETK#EE, BEKEN 8ml HIAKEEMK. XEFEAMANEEKK, ©HE
MK, HZEAT LY B SRR, IR BRI TR R, TR E K E W
Wan, FRAKZEKEREMK, RNEETRE. ZKEHMNE Iml B MS
ZEIRK, WELATTRER. XRTEEREN; KER DR SHWILEKR
AR, WiKEMRBLLTIRENER, & MS X, KEBTL oml
ALK I AR, EUBER T,
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Fig.3-2 Effect of different dosages of catalyzer on MS

i 3-2 AT 0., EYIEH MS W& # (LT TBAB HERENTA G, X5#
W AL R BAR R, ZEARRIN R S TR RNYIWRE, MRk EZR,
FRRNAEREIRE. 24 TBAB FIEH 0.75g B2 ZE BRIV E MS 25
K, {BbE#E TBAB MAELLEI M, MS Rl TR, waeR MM RNEH B8R
NiEZZE FF. % TBAB FHE KT 10.0g i, MS /MELF, BTRGIHA E &N
H SR PR K.

0.5+

0.4 4

od
w
1

-—\_.

Fo LA
| ]

0.1

0.0

6 ' 8 0 o1 14
SRt [l

Bl 3-3 S I [l %7 2 £ B R R IABE 5 R

Fig.3-3 Effect of different dosages of reaction time on MS
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P 3-3 AT 0, BEER CE RN R ER, PR ZENRERARE
BB, MRME R 10h B, BUCEREE TR, ZJE4RLERE KR IR,
MS BiA 2B B, X AT EE R ZE M RIE ARG, WA RIR Al ZE
K, TBAB fE{LEHREIE, BRERPEUAHE, BRI KM EIZXE] 10k
Z)d, BFRMNERGEK, REX 2R EFABEE. FHARMEEA 6h B
MS 5 R MEEL A 14h B9 MS (U2 0.02430, #ERETFHE, &R ZEKF]
14h FAEBHER, EikRMNFETHE R 6h.

0.270 - S
0.265 -
) ™

0.260
-“;_a(
% 0.255
E
=
J 0.250
0.245 -
0.240 4
[ ]
0.235 T v r v T r T T
6 8 10 12 14
2-MZE iRl

&l 3-4 2- R LB B X @32 L REURZ K
Fig.3-4 Effect of different dosages of 2-chloroehanol on MS

B 3-4 °] L, 2-H A EX = M2 ZERAE MS HERRALE=1
HWREE, BRANTURERBE L. BE - K LEAEREM, MS REEX,
ZEEEMm - ZERNE, RREILFEAE. ZEERRAMK 2-A LB
B, K S SR i SRR A BRI A, 0 R R IA T & A A ) Al
B, HEXMEREBIRMZ G, SaEm 2-HOBAE, MRMBREARR
HEM
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Fig3-5.Effect of different r dosages of NaOH on DS

B 3-5 AT L, BEE R FBEAG R B AT TRAL B NaOH £/ 2 H85 . Hst ek
EREE ORI, RPENRERR LT, R E% 8.0~10.0g WA
A&, {H2 NaOH HELEERN, RPEDUERIE TR, 7IaE2E N R
pH i3 K AT e S BUE MWL A SN ik IE H H#AT
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0.12 < \
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4
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FH R AT
©
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4
3
@
A

0.08 +

0.07 L] M T M ] T T M T T 1 v 1

ALBR#lG
Bl 3-6 R LA BEXF= iR BRI R
Fig.3-6. Effect of different dosages of chloroacetic acid on DS
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HE 3-6 AT, FEERZBA MM, RPENREX LA TR, 4
BH 10.5g WHikBIR K, XFWEE—EBHEAN, AZRHEMEMEE DS F
B, FEAREAGEE R, (BRI E4EEIMBREEM, AR TR R Y FBET,
R {E DS &K

g b A5

LK E R a4=9.0ml, {41k TBAB &K b3=0.75g, REF[a)4 c1=6h,
2-H LR &N d3=10.0g £ FHIAKBNERCEERNAE MS K2 LEKE
e

% ikt NaOH & e3=8.0g, HLBA &N f4=10.5g N BRI S IR FHE
BACHEE DS MR P E-BZERT AL HER.

3.5 IGUFSCEG

BIERLRE M BERMAEHTFITEELR, 3 KHTELRFE™Y
IR Z MR BREBACE 2914 (1) 0.3499. 0.2423, (2) 0.3504. 0.2418 i1 (3)
0.3503. 0.2416. SERMEIVEL, HILIEREHMBEL S ad b3 cl d3 €3 f4
=AM

3.6 FTIRS'#

B 3-7 HPEW) R B - 12 LR GE M RO L AME T8 . 11 18 3-7 T LAE B, 7E 3410cm™
4k K-OH HI 7R3 R g, 7E 866, 758, 717cm™ 4bF-CH,-1E 2R i,
PR A TR M RN 7E 1650cm™ AH C=0 45 4 5 i A1 2930em™
AN -CHo- R 4R SR M0, 1080em™ &b -C-O-C- 4 R B i, 5B & 4
TRPENRM.
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Fig.3-7. IR spectra of carboxymethyl hydroxyethyl starch

3.7 IhNGs

(1) UL TBAB MAHEBMEILR], RABEESIERIEER, X HHT
RERURNBHRFE-BRLET SRR . RAEARLLRE, ZRBLE
RN HEKE. BT 2-HZHAHE. BUTHE. RNVEE. REELR
M NaOH Fl&. HLMAHEX=IARENEmR, HLHETE.,

(2) BEIFRELRH LR ERGREMFTT, B ZEN R X7 &
RZEDREZWE K. LT TBAB. /K 2-F Z BN BRI WK IR
Ny TIXTFRPEBE, NaOH MABNRERERNAKEERREKN, L
I B IR o

() WIELRERSEXNRERETHRE, HRPE-RLERMNNR
R TEEHN: BZEAMRNMKER 9.0ml, #ALFIAER 0.75g, 2-K
ZE N 10.0g, RAZET(B] K 6h; RHEALIFEF, NaOH H &N 8.0g, HZBH
B4 10.5g. :

(4) BILUSMRIE, ERFLRETRFREM RN EZEZENR N,
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S N NS T U

F4E HEBRLSHEZEEMREHNFRR

RN RN PEREEN KRN, EEREFHFNERL. 6
W OBEZG. . FREBFROMREAR D REFFEEGERS. LR
MRAFEAAFETHRNE, XRES—HHERNARAR . £/ ELT
FIE B R IR R R, AR NAEARR B T3 %M. Fik, #
WRNF 1% R EUT AP —MREERNAE. EHRNEIZRREML
FIHHEN—BIEES, LB SNERENSNETA.

KX EBENBT 3B HEREIR R LR R N AL S % 7 it
TTHE, BT RMERTERRMELEE.

4.1 R HFER

4.1.1 RERBEHEX RS

B RAE RN ER A
-rA-=rB—=tr, X +nY 4.1)
ERRWES SFMERES, AT HELERAEERNY A KHEEER,
BIEE AR X A ROE R R TR R AT RS, B
AWIHFEER Y, =~dc,/dt (4.2a)
Z W REHE v, =dc, /dt (4.2b)

4.1.2 WFERETE

EX: RARNERSKESESHEXR, RRTKEZESHEREXER
MARRAERNERFEN, FRERETE, S hETE.

VR TME, WANFESNHZFNELEHLREREERTE,
XA TIEEHE, WENRRNMERMME, FHRRNIIKEFEFTLHE.
HSC IR M A RE R FE, — BT ERERANEL:

v, =—dc,/dt=ke"cl? - 4.3)

4.1.3 RMNIREEH
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HERFEDPLEGIFES k, MERMELEH. HRE—2, BRFEHO—
EMH, SWETR. HE3)TUF L, BRH KK N RAHRIER, ERE L
REUEM B RNEER, MEEFEHRHEERRNELEELS. A—RET, HE
JIANRBLE R B Bk, BRTT AR AE EA IR R BLRE D HIR A, kK, Rk
R AR

4.1. 4 RNMRH

KHERERI TR np F ng F, FHHARNAS AT B FH RN HE.
RMHAES (RHRRNEED n A&H>DHBRREF, B,
n=n,+n,+--- “4.4)
RN REEIRNRRIREX RPLERL W, REEBX, RNEEZ
TR S me B 2
FHRERNEERES R NKERIZERTRIEL, ZRNEYFRRN. B
v,=ked =k (4.5)
FHRERNVMER S RNIREF—IRABRIEL, SERMHEM—R RN, B
ve=ke, (4.6)
R A HR S R R YT RE R, R SR R, B
vy =key @.7)
WIREHE, EXERNEERS RNKMER n K5 BIEHE, W n KRN,
o v, =—dc, /dt =k “5)
ERNERGTREFR, ShNH¥ESRRFEESH K RN n, FTUUEES
RRHE, REREZXHNSE.

4.1.5 BEFENRE

JRIGEY B, B —ERETH -t B, —RETINRE, KARNL
KW ERAE T RIZHERZHIXLE ot I RRKE. KEHMTiEHR
Z, FRNAEMME. REENERYE, XRIENMF-TEHNZRE.
ZREMRAIREE. MEERMERNM cu 5 t ZRIPKXKRES TH—H
BWF) HFER R, NTHE X RN RMEHE. Z3RE X0 AR EMER
%o AANEHERLAB cas t BUIRRAB I ER YR, BB —4EHMR DK
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w8 BN 1 e AT

WH KK Kk AFE FRENRER MELXR, 25ED et B 54
FIER I 1/e, ' —t, FHREKXRUERNZLERMERTE—)N¥TTH,
MITTHEE R ZRERAM SRS —EHEHE, WA k HEAAZE,
TEI H X REF, MHMLSKHE k (B; SREEEVIRANHE, WFZALIK,
FiEER, MHBEHEEAKN, FREBEEARAURSSY. ZliE—RERAT
BHAL.

4.1.6 REXRIIRZEEMN

U EFRITTEMESRER THEETE, El—FREXL
v, =—dc,/dt=kc} - 4.9)
KPEXEHkE—CRETA—EH, BENE, kREBZMHE. &
PHRIR X R NGE R W, REMAREXERER k MRS ERE k
PEIR R BB KRR, XM, RATAMNTRNITE, H—EEBETH c-t FIEK
HEHEMk, BT XARKBEEE TRk, TRRMEEREHREL L
BIRT « R K-T RAMBHEHRKZRN, HE LKA E)E S (Arhenius) 7 72:
k=de =" (4.10)
e KRB F B E REEEBAL, FTLMREINA S KRN, Ea ZiHHLEE,
A RIFRIETF, NHREWAERF. B .10)RLB S5 B2

Ink=—(E,/RT)+In4 4.11)
AR In k PEESE M3 51E10RE Ea BUE . 3L b, M

PEEEHIHE, RAGERE MG, BELEeE, R MIEETEE S
o FrAE RN FEJLANRMN, WERTEXRENRNEF, KB HEE
KRR NAF, A7 R A X AN B Rk 500w IR R i v, 046 &
R

4.1.7 ELEE

2 RN — BB FHER —MERERE, B —NRIE 6 E L ik
RGBT, E—REHT, E0FELRNEEEERET T THIRE,
XMAHRIELL, SANEEEEAMARESE . BEFELRE, BB L R AE
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4.2 LRIy

4.2.1 FEFERFLZE

4.2.1.1 FEREMFIKF
X 4-1 SEUER IR

Table 4-1 Synthetic raw materials and reagents

b S HEE 7 Hh

EXRERH (%7 AL ESEB L ERATHRAR

2-H K AR KRBT A LIFRRT

2w AR K AR A AR H R AR

Gl AR KUk CHRAR

5% AR KR E R T

hm AR KETRFERILFRFATRA A
TIET 2R E(TBAB) AR EA R FRATRAA

4.2.1.2 TE{UH

®4-2 LN gE
Table 4-2 Instruments

e S reHh
HH-S KB TR T AR
1-1 K6 F 18 e B B 2R HMEEERERARF
DZ-1A R RE R TR RIEH R B HR A A
JA1003N R FRKF EEREERFERERAA

4.2.2 WAk
4.2.2.1 SHEE

¥ 25.0g FKIERF 50mIS0%HI F BE & T 250ml = DM, 35 Iy A B,
RIS, FIAGEM I, A 5.0gNaOH [ & Bikiistk, $H+E 30min 5,
A 0.75gTBAB, ARHE 5min, K/GMA 0.75¢TBAB K& 10.02-% Z8&,
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WS NG 201l m  TACD'S

RN — B (ol RN SERERT R N EAT IS ULk, ER B UOFERIEE,
IEVHR I ISTE SOCT BT 6 /18 B BB ACIKE 4.

4.2.2.2 PS5

(1) ¥ RE

HH S REAUER AT 40, S Y A R Z AR e B B B F= 4 T RIS AR /R 1 I, B B Bl
RNERE, B RBURMNGEEEFT CURIKE, BITHH RN IR
Bl Ac, ZECRMAZEVIHRKRE cao MER THMBIERRNNKS S RN
IR LBERIRE cao
(2) Bk

HIBBR KRR E BB e, ARHRTHEL R, REKIERE
A 1000ml AR, AEMKMEZIEL, BOHE. ABREREERT
AR 2ml, NZETEK 48ml FRE, LABRBRBH ATR7R77 0.05mol/L HIRHRRMR Jy ¥Rk
BT E, JWAHEERAGAE, HELFHANEBAR, EREEH
FERITHBR BRI AR V.

4.3 ZR5i1tE

4.3.1 RMNHIIBRT

M ERCENRNZE— MR E SRR, R RN EEAFREZ
—o MAMEBEATAPTC) 1T LUK R B sk A GE R 518 ) MBI #3820 48
o5 R R LB ATR A N, IR 2 D RGP B R KK 4 R e S B
IR/ T2V &

—RBOAR, TR S RO RN G T g AR HAT

Starch- OH + OH —» Starch-0" + H,0 1

Starch— 0" + CICH,CH,0H —> StarchOCH,CH;0H + CI' 5

SR RIFERE . WA, BERP &H RAAIER . SIETER R BN A R
FRECEER. HTERTEEE AR XE @M, BB ZEMKR
AT B & A7 AR R T SR AT SRR A F W, A B R
MNHLEE, Y H)EREZRIACEE R OH B Stk Bue by M & W o P H R
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dCBUR 1A E AR ST

T, FEBMS TN, LRRNHLEFE—ERAET. TEKRZX—
W RN, BN R ERAERL, F2 - M5 RN
RZA%BARHLEREAT o

H TR TE R -K S PR R AR D, R B R miib ¥ RN AT,
Db B R BTSRRI R R R EM B RS E] RN F
®, TEBEENFRIERNARMN, B LiEH(2).

4.3.2 BEY HIESH

ERZEARNAERA, 2 RNR LRSS RZRER R HH B
R, RN REAE—MNZERERROEN. dTRBERTHERER
N RAE S TR A R R A S R A ) /N TS B S e R EE T B R R e ), (B
FERN A ZR A BRI IR R MERZ W, &0 AR, EIEGEmnE
)G, TERRZPHY B R38R ERTEEELW,

4.3.2.1 AYEZW

T LT TBAB W TEKFEBEF, FHMERMBRNZMFHRAMERLT,
R RLGE R B AT A LR —FE,  BIER RS AL R RO RE B L 2R A 2 5 )
W, Y RO AT LU ER .

4.3.2.2 IMEEG

TER FIREE SN SR AR AR S S, I 2R B R T VR TR K T T B
EEERY BOER, AEERAEEN RNVEEW, FHTTW0FLR:

¥ 25.0g EKIEMFT SOmL80% M FHEE B T 250ml = O jf, % E[RIAAkE
B, ROWEDS, HIREMRILE, M 5.0¢gNaOH BB, $EE 30min
&, M 0.75¢TBAB, & ZRI2E Smin, SRBEMA 10.0g2-H 28, M, B
EISHITE 45°C, MBARBHEEE T MBRWNTE 43, Kb vV Z2IERERE
RITHRRI AR, Ac RUTEBHINSE RNK - LEHKEELE.

B 4-1 15D, LHEHEE 2 200rpm H 03] 300rpm B, Ac B R MBI
BRI BN, (B2 S8 H 8 55t 300rpm 3£ 350mpm B, Ac JLF
AR, b, BIERAEERAEM, & AEE R ZIE B HUT MR R =0
R L, BMRMET. TGS U ERE, JHECH 300mpm B RN RZEY]
YRR B AN R e, BEE RSB RIS N, AR RN R, #ik ik
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¥ 300rpm A ) HF LK & T P IE R
R 43 PEPRE RN RN 45 R

Table 4-3 Effect of stirring speed on reaction

HHIEF/ rpm V/ml Ac/mol-L!
200 3.0 0.008333
250 36 0.010000
300 4.1 0.011389
350 4.1 0.011389
001154

L]
00110
001051
":‘0.0100-
\Eo.ooes
<
0.0090 -
0.0085 -
0.0080 T —T T T T T ™
180 200 220 240 260 280 300 320 340 360
BedtE A/ rom

B 4-1 RNRABHERT RN A Z BRI A 2

Fig.4-1 Concentration curve of chloroethanol under different stirring speed

4.3.3 RIEREHITE

€ RN R E R ERMMERR YRR oERFEEH RN
WA KRE, MBRMERFEEF OB BAKRE . BMENT 5 5K E
EREERE. AXAXANTERREEZPHRNREL. BEAFEE t
REM N RNIKE ca A 1% RAR, HEHE kH. HRAN k EEA
AEE, EEEERAREY, ekl k . REMEETERRNYE. R
PLEFRig, BATERT 45°CHI1E TBAB L TR RMIEE.

tH T2 TBAB MR EMEAR, HRMNE ] AKE, FELFIES KK
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sQUHE 1N iR S

B EKIE, FLLth 3.4 Wb B 3-3 SRR Inlkd = S AR SEm i) 73 Hr 45 SR el LA
H, RMEEEE 6 MR, PRIAREILFRERNL, REEARLETERR
A FEk, BZERME A 0-6h B % 85 LEAL B R NE) 1% .
WRIE LR A RTE, RAMRHEAZE, WHEER 300rpm, R RN H,
BRI R LR T R,
K 4-4 [RBIHT[E]ZE 0-6h B B ) 44
Table 4-4 Table of kinetics data

R Mg E] vH V/ml Ac/mol-L? ca/mol-L?! In ¢,
2 3.00 8.333333 5.444444 1.694596
25 . 3.20 8.888889 4.888889 1.586965
3 3.35 9.166667 4.611111 1.497885
3.5 345 9.583333 4.194444 1.433761
4 3.60 9.722222 4.055556 1.329136
45 3.75 10.27778 3.500000 1.212272
5 3.85 10.55556 3.222222 1.126011
5.5 4.00 11.11111 2.666667 0.980829
6 4.10 11.38889 2.388889 0.870828

WIE LRI N2 BAR, 15 RN a4 0-6h I In cu-t BIINTF .

WP 4-2 BT40, RS (E)AH 0-6h B, In et RREARBELKR, HIXNT
RN - LR, AR A R TR NI 18] 2T 6 /BT BB — 4 IR Y

H—R RN AEEGIE Inc, =—kt + Inc o & LR LR ERTH, HRE
FEN 45°CRY, RIGERFEH k=0.2026. FtHRNEEH 45CTH, KEEEF
¥A: Inc,=-02.26t+Inc,,
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aCBOR 1 AF I+ F IR S

R
1.9 -
! y = —0.2026x + 2.1141
1.7 ¢ 2 _
\ R® = 0.9935
1.5 r
s 1.3 +
=
1.1 ¢
0.9 r *
0.7 ¢
0.5 1 | { { 1 SRS |
1 2 3 4 5 6 7
B (8]

K42 BLEMRNERERE
Fig.4-2 Hydroxyethyl reaction rate trends

4.3.4 REELEERTE

TEARBRET, RN, EUFIERIRNAFIFERTERT ARR
R FE XY ¥2 Z A A BEAL R LRIV 06 R N R B oW . 26 AN [RJR B T 18 AR R A
EEREH K, RURMEEFER K SRMBETHXR, HFRESHAK

Ink =—(E,/RT)+InA
AH, Ink 5 UT ARMRER, Hl@id HLMERRE RNRWIELFE Ea.
WA LRITEHATHAKE, R FREEE X T,
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% 4-5 FFERMEE T RN ZHAE

Table 4-6 kinetics data under different reaction temperatures

T/C  V/ml Ac In ¢y In ca-In cpg k Ink /T
"—_;v“ 3.00 8.333333 1.694596 2.095614 0.349269 -1.05191  0.028571
o 3.30  9.166667 1.528469 2.198792 0.366465 -1.00385  0.027027
an 3.65 10.13889  1.291678 2.367116 0.394519 -0.93009  0.025641
41 3.85 10.69444  1.126011 2.504377 0417396  -0.87372  0.024390
43 4.00 11.11111 0.980829 2.642415 0.440403 -0.82007  0.023256
45 4.10 11.38889  0.870828 2.761369 0.460228 -0.77603  0.022222
47 4.00 11.11111 0.980829 2.642415 0.440403 -0.82007  0.021277
49 390 10.83333 1.07992 2.546171 0.424362 -0.85717  0.020408
51 3.70  10.27778 1.252763 2.397707 0.399618 -0.91725  0.019608
53 3.60  10.00000  1.329136 2.33853 0.389755 -0.94224  0.018868
55 340 9.444444 1.466337 2.240291 0.373382 -0.98515  0.018182

WRiE LR FEHHE, En k-1/T EHoF.

Ink

-0.75 W
-0.80 4
-0.85

-0.90

-1.00

-1.05

095 ] /
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\

N\

L]
0.018

T
0.020

Bl 4-3 JEAEXT R NI R [ S

Fig.4-3 Effect of temperature on reaction rate

T
0.022

1T

T T
0.024 0.026

T
0.028

1
0.030

i 4-3 AT4N, IR AR AEE REEAF T #AT TBAB HIRMNEYE. =
LR th 35°CIRET LT3 45 C, AL R ROE R H HOSHTE K, AL TBAB

48



SR 1 TR AT e
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CHEF N, RMEERRT FE, XWTaEERA;

@ fE4LF TBAB IR AL, HBEAR, TBAB EHEm5s &£ 2 KiE;

@ BEAE, ERRETHWN, PLET RNMAHET.

Tt F—#E I RMRE, FhfER—Em. FIEE R 35-45CH RN H
TEHRETEER B ZENRNMELAE. BB RN 35-45C #1435 2 51
HATEEW S, SRNE 4-4 .

ME 4-4 7717, In k-UT ABLEFTRE: y=-44.748x+0.2177, BLHABETE
3545CHRInk 5§ /T ERFEHXR. WRAR In k=-Eo/RT +In A 7740,

Ea/R=44.748; In A=0.2177
RN R=8.314 75018, 7HILAE Ea=372.035; A=1.2432
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Fig.4-4 Line graph of In k-1/T under 35-45°C
4.4 INhEE

(1) DIFRSLRBERN LG &R ZEER, MBRLERRNMKEN
9.0ml, H#ELFIHEN 0.75g, 2-A LB H 10.0g, RMNEFBA 6he AHCEIHAR K
R &AM, ERAFRHERT RNEREN, [HBEEESN 300rpm B, TT7H
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(2) BEAEEE A 300rpm i, LUFA LU B RNV 4446l & 52 LA 1R,
PR N a0 RMEEWEN, Bl STREY 2-AZEM S, HEBE
EBBLEENB RN, BERFEA: Inc,=-0.2.26t+Inc,,

(3) BAERNERE, ERERACERGEWN, 5 EER&IE KK
BARTF RN, BRERNEREN 45C, BILRRELAEH 372.035K) mol'.
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5.1 it

KHBHEHERCERR, HEINMIEBHEILT, KXEETRZEWN
B, [T R BB BIHIFR Z e Rty MR R R PR
ZEZTETHER, URZERREAEEER, BREEREAR: ELIER
LR THELE: HiITRIEMBURNE %, FELREHE:

D) UHREABHRERRZE-RERENIERY, FHEKMEBELF
HRZZERHAEBHEAFOEARRELS, EREENAMENLTS TBAB
RIS TR .

2) 7 TBAB #{LHILMHT, SIRBRLE-RFRENBERMEMGR: B
ZEA RN BPEMAE 40ml, M/KE 9.0ml, ikt NaOH HE 5.0g, EALFIHE
0.75g, 2-$ ZB% 10.0g KR8] 6h; 7E#2 ZFEALSE SRR AR &AL, H
B2 70ml, 7K 10ml, NaOH F1 & 8.0g, ¥ Z® 10.5g, KRNI 4 /NI EREIKEHEKIE
B R I - R P RN, FERAU MBSO HERI R E TR B R R
B R .

3) TBAB f#{L& R Z B RS RN 2-RZBERA I — R RN, R
NEEHEN: Inc,=-02.26t+Inc,,; BERNMBRER 45C, BEKXSHHE K
(REAF T HALIE 1 LR R LAEA 372,035 KJ » mol.

5.2 Eil

fEA—AERMEHRE, AXEERALTHRREWRE. £SEHTA
TP RMiE—LHEE.

) #EmAEsRL, BRI TRBo e B 2B,

ERBRFFESBEXMELSREK, SREHR 60%, FERXATREN
BiE, FHRERMBH BT ERXAR, TEEHMTRME MO8
B ERHERCBERANTHMAEX: ORRETHESHIERL: Q-M
CAIE| A

2) ERFZMFMER, MITEEMHE—DMRL,

FAR AR ER, REMLRAEEZMAFEZBERIEL, WH
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il BOEERE, FUbIX R BT S DI LR R
ALY, FHCHEBUCER & T,

3) AR EATIRE, SIAESR R FRGRYER.

FRFE R BT CARE S B AR O AL R R, 3 R 4 B U e 7= A AR
A RKEE AT MR BB E R, AT AR R RL R LRI 2, (E5 40
A REALERR, REMFET. UBIEA—FRERARNATHELEGH, M
ARG R NS, WARGRERE. R, Ef4F. ~aHk
S, Hit, HEEAAEBERATINERLE, SINBERRMEEA, #
ERBMRERNER,

4) FIRTRARASEIE BT i, N IERZRR 24 RAEE IR
¥

HRMNEW K T5 R T ABAE 1R AR SR E R BRZ RIRAT YIRS, BT
WR AT RAL . IR S S HOR AT T E BRI MR R S ERXN AR H
WHATILR AT, ATUBRIER RRANER, HEEFRNRELEEXK
& TR o

5) ROERMEABBREERN, SHARERBHEL, Enke. X
AT, WRBEERKFREAEATPRINTE. FREZREERE
MF A EH R —MEENIRE, BRI ERRKESTEEERKEEME
Wik, REIEEHS, —AE 20 AN, RILE U R RIE L AT AR
AR EEHISSIE R T IESE, RA PTC BRI S RN AEREME. TR LEER
R E T RIMLAE A ZS T B RREY, BRERESRELBNEARNT
T AE SRR IR, BE-EREERRT RER—RZEHERNE
Rk, HESBEERLENEM. £RREEMEMS T EHT e EXH
R
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