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Effects from reaction conditions on DP-value, ratio of - and

B-D-lucopyranoside on alkyl polyglycosides
JIN Xin, ZHANG Shu-fen, YANG Jin-zong, TANG Bing-tao, YU Ning , ZHU Ming-gui
(State Key Laboratory of Fine Chemicals, Dalian Universily of Technology, Dalian 116012, China)

Abstract: Alkyl polyglycosides ( APGs) were prepared by p-toluenesullonic acid-calalyzed acetalization of glucose with
fatty alcohol mixture made of dodecanol , tetradecanol , and hexadecanol . APGs’ siructures were characterized , the average degree
of polymerization (DP-value) and the ratio of a-D-glucopyranoside lo 8-D-glucopyranoside were calculated . The effecls of reac-
tion conditions on DP-value, ratio of @-D-glucopyranoside to 3-D-glucopyranoside, ratio of glucopyranoside to glucofuranoside
were also studied . The results show that the products with differences in DP-value, ratio of a- to §-D-glucopyranoside and ratio
of glucopyranoside to glucofuranoside are gotien by controlling reaction conditions such as molar ratio of alcohol to glucose, reac-
tion temperature , amount of catalyst ) and reaction time ,ete.
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noside; glucofuranoside

e R ( alkyl polyglycoside, APG) & 20 22 80
ARG R R R By — g L B - R TE I MR
Hofr BURSRE TR Y BV IR, KSR MRG0 4
PSS L R H M A B R & . BT APG
BA B a2 AR REAH R U IR
AOECAILPERE , 80 Z WA T U % VB Atk i &
W2 S SR, Tk APG & — DR AR
BeY, 58 KREBA AR EREY RS E (de-
gree of polymerization, DP) ¥ [A] & 47 , [l B |9 T~ 5S¢ iz Hsf
AR RRE AN, b A — R LU B Wk BB | - ML TR
BEAF AN Btk IR 22 1) B (R A 2 ) TR B HE K

4 %5 H 8 :2002-01-17

DP ., o- ML MR HE A 0- bt TR0 BE R He ] (a/B) DA KX
L MR 5 0 ok M EE R EL B (P/F) Y ZE MK, APG
M 45 00T BE IR 2 R ZE R B AR, i K I L eMC
(i R ROMR B ) IR P R ) RN T A . R
FE Tl B 2o 428 ) 5 0 4% 1R ) & 2R AN R BE
DP.a/8 F P/F K-l TAFMHZREA + &
BEHEX

EEMR THEA R EREESR DPa/g M P/F
MR IR IR R B4 % APG 1 DP.a/8
P/F 5 M0 LA B 45 R 5 F 1A ) 07 2 e il R B ) 22 4
i B AL, (] i 2 37 B R B 4 BT T I o

FEE B R, 1971 48 /R s s 001933 50 3R T, OB e b, F2 s N AR A4k 2 5 A S PR U5 T A T



2002 F 4 F

IS B REE YRS EN o, s-UIRERELLAIRINARBAR - 31 -

1 35

1.1 FZEREH

KSR I W5 BE Lorol 1214 (+ — 8% 75%, 1+ WU B
23% , T /N 2% ), Tl &, Henkel 28 ] 24 3K P 3. 43
INED— KA R, Tk S A T R 2 E A F
A, AR LN —) .

1.2 Cp,u-APG B HI & 7 3%

o] 5 A B PE G R BE TR AOKAREY 1 L U
TIA i 17 B A G R R R, T SRR O A LA, 2R
JEN 2.5 kPa, FEMHAE 105~ 125C . RJE IMA H —
JK ] 25 5 0 g U B A AR VR R (43 30 ~ 50 M
ALEEBE 5 ~ 10 min JI—#E) . 098 J5 4k 22 K B 30
min, Ji] Fehling 71Ky 30 28 o, 1ML W0 KL~ 9
WHIE 90°C , fE ¥ E T M A S AL, B8+ 30
min, Z£KFR pH=7~8, 7£2.0~3.3 kPa KR
BRI EE, 1S
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1.3.1 Kt

o RO 8 38/ BB B A R 58, HP1100, 35 (= 2
TN E], FLBE 55 L B (ESD) , IE B R I, o 2 400
0 ~ 1 500 u, Bl 48155 S A% 25 (CID) HL B + 50 ~
+150 V 2k B AR S AR IR OK A R R .

1.3.2 HEE#Hk

MR AR 3% X , Varian INOVA400NB, 3 [ .

"H NMR: % 714 D,0, 7£ 43 7 i il A F;CCOOD,
V(D,0): V(F,CCOOD) = 2: 1, 45 DSS, 3K 16 & N
R, B IIREL 8 K

BC NMR: ¥ K15 CoDg, AT TMS, T i1 B2 8 &8
1, BHREL 2 208 K.
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TAEPC NMR L IR BE 1 C (a- ML B 0 3- 1L
BEH Co FIMLA M AT G ) MK BT Co(a-1K
TR T R - Nk BB Y Co ML AN RS IR A 5 ) A9 1L
PR ERK, 5 T X4, B WG T, £4
Fe R T Co B B3 T35 it i 0 1Ok g B L
GUIR7

'H NMR %t 3% . 84.90 ( pyranoside glc H-a, J,_,
3.6Hz), 84.40( pyranoside gle H-3, J, ;8.4 Hz),83.3
~84.0(glc H-2 ~ H-6 and R H-a), 81.65(R H-8),
81.34(R,—CH,—),80.94(R,—CH;) .

3C NMR ##E: §99.1 ( pyranoside glc «-C-1),
8103.2( pyranoside glc 5-C-1), 6108.5 (furanoside gle
B-C-1), 8568.5 ~ 881.5 (gle C-2 ~ C-5 and R,
—OCH,—), 861.5 ( pyranoside gle C-6), 564.4 (fura-
noside gle C-6), §22.7 ~ 832.0(R,—CH,—), 814.0
(R,—CHy) , gl UERNEF , R R b,

ESI-MS %45 : 2> T8 1718, m/z 371([C, Gy +
Na]*),m/z399([Cy,G; + Na]™ ), m/z 533([C;,G, +
Nal*),m/z561([C14,G, + Na]* ), m/z 695([ C;,Gs +
Nal]*),m/z 857([C1,Gy + Nal™ ), m/z 885([C1,Gy +
Na]* ), v B335 15 04 35 W1 3 L& A APG 2
H. o HEZHAR.
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PREZE 99% LA b, BV JE 4R R A S ) R E |
Tt 3F HAb e A5 1) A A8 A B J7 10 8 o

(SR A Y5 OE =) = Bkl < ]
JEXGE TR, U TR R e g SR
RS & RN, BB Z A M AR g E s T
BB 5 e e A AR B L (H il TR s e I A B
AR X R R AT i, W 5 BRGS0 v T



- 32 - P T

5 22 B 4 HY

EWE A 3R H A, TR R B Y 115°C 4R R
F 2 125°CHS, DP B A KA A5 4k, 17 H 5 I B i
120°C )5 , B 3 2, 7 b 8 3 S I, U W 3 b 2
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5770 A D,0 Al FsCCOOD( & BARFR L Ky 2: 1)
ff N ERAEBE K BB (FE =R T R R B & 4K
i) SR 5 FI'H NMR MK f# )5 a/B8, B0 n' (a) i n’
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5 bR . N )
%E T/C B/ % DP n(a)-n(ﬁ) n'(a)in (‘8) n(P):n(F)

1 95 21.8 — — — —

2 105 >99.0 1.18 1.67:1 — 3.28:1

3 115 >99.0 1.26 1.72:1 2.2:1 —

4 125 >99.0 1.25 1.94:1 2.8:1 —

en (B n () =6:1, w(BEAA) =2% , RV 4 h,n' (a):
n' (B) RN R I
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2.3 EERERE/RLLXS DP #1 a/p BIRN
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HE A R A SN R R, DP 3 k. B E A
Schulz-Flory 45 5 5V 4% 74 3k 4 34 bt 3 247 DP {E 1)
At A IS 0 DP A AR, DP =1+ 1/
([ROH1/[Glu] = 1), 2T A9 DP {H E B T
Feo g SZIE, K DP H IR 5 A SR & 1 A
Ko FIIZARELIRY AAFBE, BRi1 S

I APG ) DPH— AT 1.2 ~ 1.6, X 5l T ZH i
WELLRRELE (3~ 6) 0 1, BERH L i 2 38 B R e 1Y)
REAE , 17 of AR 77 22 R & P .

F2 BHEERILI DPM o/pHIENR

H5  a():n(HE) S /%  DP n(a):n(p)
5 3:1 >99.0 1.60 1.58:1
6 4:1 >99.0 1.48 1.55:1
7 5:1 >99.0 1.32 1.64:1
3 6:1 >99.0 1.26 1.72:1

i AR BT R 29 ROWIELEE 115°C, SUREIRHE] 4 ho
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R 3PN T ALK XS DP R o/8 B,
A0 30 = O A AR R Y 0.5 % B, BRI B 4k
RHE12.7% , B THE LN R SNy R, 2R &
ARG N SR ES FRREER. ME
PEAL TR e BE B 3G W ke T #4524, DP A BN,
Ut B AL & X DP A A /D .

#3 RUFBEDPH o/f HHME
Gith w(HEAHD /% BALTE) /% DP a(a):n(B) n(P): n(F)

8 0.5 12.7 — — —

9 1 >99.0 1.22 1.43:1 2.39:1
3 2 >99.0 1.26 1.72:1 —
10 5 >99.0 1.30 1.94:1 —

Foon(WE)  nCHE) = 6: 1, BMIRAIE 115°C, B2 REE| 4 he

ALK BRI o/ AW BRI, B4
TS ERAE B -0 IR 1 89 2 Bl T SE 5
R, AL R R 1% B, 76 C NMR 7 §108.5
M 564.4 AL RS WL 2% B 0k IRBE T B9 15 5, FRAR 1L
R B A T 3 I 2 R i Ok RDRE A AR AR, B R A
B R F 7 2R O R A AR AR
2.5 RMNEEX DP N a/B BN

F 4V T RN BT E X DP A o/B BIEE . 24
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k4 REHEN DPH a/p HIZM

ErRs t/h o R /% DP n{a):n(p)
11 3 >99.0 1.31 1.45:1

3 4 >99.0 1.26 1.72:1
12 5 >99.0 1.15 1.75:1
13 7 >99.0 1.21 1.89:1

Wen(BF) :n (B =601, KRB 115°C, B A BT WY H0A
2%,

BRI T 4hBEELEN 3 5L =YEH—
M S R, B — Ak e UM E 7 h, KB DP {H g
AR, a/p A s, R M — 2 5 SN B[R] S
20 Rt RS IR A ) RS B %, R T RE S
R R SR 2 b SRk AL T W A B, 530 DP AR
[T 3- Mok MR R 2 1] B ) 2P R 8 1 - M TR B %
1k, M8 o/8 .
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(1) F'H NMR LB T Cyy)04-APG 1) DP 1 o/
8,7E D,0 F il A F,CCO0D JH R T FEFIRAN T
P s B 3 B CONMR 55 0k v 4 R ok R B )
M. MBS RIE RV, Chy-APG HEEH . T H
GIERR N

(2) B IR BE i 105°C T & 125°C, DP S8,
MG MR AR K, a/B (167 ~1.94):1 JEH
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W T S 3l 77 28 5 0 AR A R T R IR T 1Y 2R R, ik
MR A T Ry Bl 0 # S LR R B O L

(3) W A% 2 R L B9 BEAIR, DP 2 BT 3,
a/f B TS, BEREE/RILTE(6~3):1 JEEN
Ak, DP ] B A A HIAE 1.2 ~ 1.6, BEARAL I &
1% = 5%,DP Fi a/B 4334 1.22 ~ 1.30 A
(1.43~1.94):1 JEENE BT BEE KN AE
MRER: , DP BEAIS, 17T o/ $2 155, RIS R B 8] ZE 4K fif
3~ MHL MR Y 1) A7 R RE 19 - ML R 46
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