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MEMNEAEHEXFERIREALES
B g WhA, REE EEF

(WL TR 5220, B 310029)

i E: RALmE Wk EL AT F RIS, AR T FHAFEAN - IR (B-CD). A AL
AAal. NaH,PO,. NH,H,PO, Fo4 & W R 5f FHIF 469 F0m; BIA, KA MERE 9 Frdit
ATEXRE %R, IRTAHEDFBHT A EXRS RO A. SR Ao BBESA 20kV.
B-CD RJZ A 5 mmol/L AR H 4k Z 4 2.5% 5 ABEE + 75 mmol/L NaH,PO, + 5 mmol/L NH,H,PO,
i, WESRKFRESBE, SBETIA3.0; E4BR/EH20kV. -CDIKEH 5 mmol/L.
% 4Kk % # 75 mmol/L NaH,PO, + 5 mmol/L NH,H,PO, + 50 mmol/L H;PO, & #H 5&4 #
13.8 kPa x 99.9 s B RAF R &g R4, & FAEHEL 91~92 42,

XHEIR): W Eek; BmE ik, FRIFS; BERK AKREE

FESHES: 0658; S482.2; X592 NHRFRERE: A NXEHS: 1008-7303(2019)03-0309-06

Enantioseparation and on-column preconcentrstion of imazalil by

capillary electrophoresis

YU Jie, XU Hangjie, ZHAO Meirong, YUE Siqing"
(College of the Environment, Zhejiang University of Technology, Hangzhou 310029, China)

Abstract: The enantioseparation of imazalil was conducted by capillary electrophoresis, and the effects
of chiral selector f-cyclodextrin(f-CD), organic additives, NaH,PO,, NH,H,PO, and separation voltage
on the resolution were studied. And the effects of the injection pressure and preconcentration times on
the on-column preconcentration of imazalil were studied by the stacking method. The results showed
that the best resolution was achieved under the following conditions: separation voltage 20 kV, p-CD
5 mmol/L and a buffer system of 2.5 % isopropanol + 75 mmol/L NaH,PO, + 5 mmol/L NH,H,PO, .
And the resolution was up to 3.0. The highest enrichment factor was obtained at the separation voltage
of 20 kV using 5 mmol/L p-CD, a buffer system of 75 mmol/L NaH,PO, + 5 mmol/L NH,H,PO, +
50 mmol/L H3PO,, and the injection conditions of 13.8 kPax99.9 s. And the enrichment factor was up
to 91-92 times.

Keywords: imazalil; capillary electrophoresis; enantioseparation; stacking method; on-column

preconcentration
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10%2, BRREZ AT TR B, TR B R A )
EHEZEFRA, W R-FFERIREEMZ S-H
TR 10 5424 R-YDFIFE feext Z2 1045 i 10
WP TR, T S-vb R B e B4 ) LA SmsE AT
PR, %o T 1 Ak 2 AT 5 20 LA SR A B30 — X Ak,
A BT i — 0 I e X WA e B PR AR ORI AT, N
T HE AR 2 (R R B 22 4 1k

HAl, FHEHRSEARD AT NE, EHNE
SR (GC) IEEY, ERGRAH GRS (HPLC) 14010,
HBIE SRR RE (SFC) VM B 4NE Hyk (CE)!M-4
4. 5 GC 1 HPLC LML, BYIE BkikE
FHFRS EEFEHMEZ. 2EMES. S
0 1 S5 AN R R ey U s N o L P (S
T BN KRR /N . SR A T B8 AR I PR
wE, SFEOTENRBEAL, MRS T HAER
EONTRIM N . TR, NTREN CE R B
FEARIER 5, MR E R AL S SR AT T
WEW, Hod, HERUEAE N — P E B AE LR
B ORI 43 22 B R,

A (imazalil) J& —Fi i 0 F AL (45
R MER 1), BT RS R E R, R
TR R R B B F], FEM TG ¢
G TN R AR iz W1 R A 1 4 75 0 S G B 1)

G
L

_N
o
Cl Cl

EX 1 MEmaEa (RET D)
Scheme 1 The structural formula of imazalil
("denotes the chiral center)

HAl, fEMEMRFEFRSTAY, 2R
S8 A Bt - P ] 2 AHYE (HPLC-CSP) 7E N7 &5
J7%, lhn: Chai %529 DLAF4ER-= (4-H ALK H
R HiE) (CTMB) MILf 4% - = (3-5-4- F 3L R I 3
R EE) (CCMPC) T [l 2 A1 X i & e gk AT F
PR, D HI3RAE T 12.68 1 4.75 D
JE; Li 209 DL CCMPC N F 1 [H 5 A% 2 I 5
M, 33T <0.60 png/kg M E RRM 1.75 K55
B . EHR HPLC-CSP i RE3RA5 1 = 10 7 20 B AT
R B, Ha e HAE R R HRR
s X TR A R B AR SR T B
DRI, SRAERAER 2 AR CE 200 fi 2 i

BAT FAESR B R A ISR, 1 Kodama 2557
MBI TE R W], CE iE[RIFERESE DL B A R4 3%
7y (P BN 6.0). BT CE AR RBUEEAL, Fr
LG fE LAl BRI E BRI L. Ak,
H UAME MO U R, BL -GS O TPk ik
), R B AR UK 0 X A AT T
FAEIRI;,  FFR I HERE X 85 e ) 7 £ = AR
1T T

1 RS

1.1 RewRt

Beckman P/ACE MDQ E41% ik 25t (Beckman
Coulter, Inc., EME), HFELIMEMES; MIlli-
Q 4li/KAX (Millipore, FE[H); B A 50 um (1) x
65 cm BRI ZIERA EBME GRFBE AL
PERRAR, HE); HERF -RFE (8-CD),
4 Dr. Ehrenstorfer Gmbh (2 [H); HEE. ZMEH
SN AL, WH Burdick & Jackson (¥
[); NaH,PO, fll NH,H,PO, N/r#rali, WHT %
HAERHE M HIR AR (FE).

1.2 EMERKST

BANEFHATE: B EEMSE 8 min; M
2K 4 ming 1 mol/L FERES P 8 min; 4L
JKHE 4 ming 0.1 mol/L HIE A AL M 8 min;
FRAE KPP 4 ming ZEMATRITSE S min. BEUGHE
FERTIPAT: B2KMYE 5 mins 0.1 mol/L [HEA
AEHPFE 5 min.

M ARAE s RAME A 214 nm; S HUE
20~30 kV (R HE); A 25 Cs BEFEET
3.4~13.8 kPa; HFETIE] 3.0~99.9 s,

1.3 HIEMFMHRS FHHMRK

1) p-CD W[4k . 7E 50 mmol/L NaH,PO, +
5 mmol/L NH4H,PO, I A& R A 25 kV 73 BS HL
JE R B4 F R, XF p-CD IRFEAT Ak . -
CD MIRALIKRFEBEE N 3. 51 10 Al 15 mmol/L.

2) AR IFIIAL . 7£ 5 mmol/L p-CD +
50 mmol/L NaH,PO, + 5 mmol/L NH,H,PO, HZ&
RN 25 KV 4 8 B SRl 0 B 451, 1A
FEE, ZMEAN ST EE 3 M LIER, 5 e & 17
AT HON 2.5%. 5% 7.5% 1 10% FiEATHAk.

3) NaH,PO, WKtk . 7E 5 mmol/L -CD +
2.5% 5B + 5 mmol/L NH,H,PO, [F) 2% A il
25 kV 3 B LR R 2 B 25 R, 5 NaH,PO,
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WP BEAT AL . NaH,PO, AL IR FE 55 25
50. 75 F1 100 mmol/L.

4) NH,H,PO, R 1Iffift.. 7E 5 mmol/L g-CD +
2.5% SN EE + 75 mmol/L NaH,PO, 122 1k 2 1
25 kV 7y BRI B AAE T, X NH4H,PO,
W AT AL . NH, H,PO, IR AL IR B ¥ E N 0.
5. 10 F1 15 mmol/L.

5) EHBEMMRAL . £ 5 mmol/L B-CD +
2.5% S WNEE + 75 mmol/L NaH,PO, + 5 mmol/L
NH,H,PO, HIZZ MR R T, 43 AIfE 20, 25 F1 30 kV
TR
14 HMBMAELESE

RT3 260 (BB EENE, ik
RN AV, K F AL 405
BATEL & BT RHEIIHEFEE, BL 50 mg/L
(RIAMEEELE 3.4 kPa x 3.0 s FERESE A T B 75 B vk
P SR oo B, e 386 3 A s ) B K A
(] 77 30 5 mg/L $0ER P ) 73 5 55 R0 | A A R 3t
1THH9E.

15 "EESEEEHNTE

T30 B4 18 FH 32 Karat Version 7.0 8 {4 4b
Ho BB (R) AVE &BA5E(F) ol A= (1) #
) i,

2(r-t1)
R= (1)

(1) N ORI, W oLk v (T

[EHR); 1A 2 Rl ARE ANy
F= s Xn 2)
0

) 2 Sy N 50 mg/L FEFHTE 3.4kPax3.0s
BERESE M R IIE TR SN 5 mg/L BEAEANTA
AR TR A n AREREREEL, AWEF U
50 mg/L [IFE it R BN B dE, X 5 mg/L 1O
AT EE, Wn=10,

2 FER5SH

2.1 HIEMFMIRS FHRMIL

2.1.1 B-COREXHEHNTH 4R EDHE
Wl: FEBOER B-CD IKEEVEHIN, BE%E B-CD WAL
(RSN, A T AR 1 8 BE AN R /N o (ELAE
WL U 17 50 B A B, R AR OR B BN ) B o 8-
CD KRG M 4i k5 &K, 4 B-CDKEN
5 mmol/L i, {REAK A& . BIRFE 3 mmol/L

24

22 F

3B )& Resolution, R

1.2 1 L 1
0 5 10 15

¥ Concentration/(mmol/L)
E1 A[E B-CDIKE FHIEMT BN S BE
Fig. 1 The resolution of imazalil enantiomers under the
different concentrations of f-CD

1) B-CD 264+ F s v, IR AT e HE
IR . B2 LA 5 mmol/L ) B-CD AL A%
AT fa SRR AR5

2.1.2 HMEmA N EENDE 4R (B 2)
T INARRIEON 2.5% MR TEE, AERl B
RO ISt B ) 0 B, H B LR B 1
T, o B AN/ s S DDA [ B 1 R X ) 27
e Stof B A4 £ 3 35 5 44 T W SR AR gk MR s T
TSI 2 T B S5 00 1) T A A X B A TR 4y
I, BL2.5% BISFNBE NI A HREAT 5 S Ak .

24 — ©-- % Contol
—A—  7Ji5 Acetonitrile
22 | —— H [ Methanol
—@— % Isopropanol
20
‘%
&
1.6
14
1.2 B 1 !

2.5 5.0 7.5 10
AT 5> %1 Volume fraction/%

2 BHAMFIFA R A EXHIEW LS A
S EERFM
Fig. 2 The effects of the kind and the volume fraction of
organic additives on the resolution of imazalil enantiomers

2.1.3 NaH,PO, WE X2 & % 1£25kV
I B E T, 24 NaH,PO, HIIREELE 25, 50.
75 F1 100 mmol/L B, X 87 (/) 417025 P Xof WA 11 7 9
FE3 5104 1.90. 2,30, 2.80 F13.20, HxFmefAf 3k
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2 U T B AN AR, R B R [ B A RE S 0 T A K
{H 43 AN 100 mmol/L B, BT HmI K, e
P IR OR B IS [R) A2 B AR ¥ AR e . Rk, BA
75 mmol/L ] NaH,PO, N34T J5 2L 01k
2.1.4 NH4H,PO, 3R E X8 E % 18 25kV
()7 B E R, 24 NH H,PO, MWK EELE 0. 5.
10 A1 15 mmol/L B, X B P 0187 e Xk Bl 1 1) 2 25
RN 217, 2.80. 2.33 A1 2.30, My
NH,H,PO, B A 5 mmol/L I, 435 FF ek,
ELRE Bl A2 [ 5 0 5 43 70l 09 0.231 0.17. 0.22 Al
0.20, {REARSEIZEAAN, Kk, BLS mmol/L [
NH4H,PO, AL AF3EAT 5 B4 4L

215 pHaEdsEENDE S5 (E3) X
HY: 40 BOHLE N 200 25 F1 30 KV IS, b7
BT AR 1) 2 B FE 2 il R 3.0 2.8 AT 2.4, HAr
B MOS, (REE R . B RN
20kV B, B EIARIRCOK, (H4REHE/IN B R
2 S HUN B A LR B I R R R SOR A R e . A
U, B B A 2 N 20 KV

A
0.002 | 30 kV

]
2 0001
2
e | A
R ’ = . e
= 1] = I
—0.001
9.0 9.4 9.8 102 106 11.0 114 118
i} 1] Time/min
B
25kV
] [\
2 0.002 \
b:id [
£ 0001
= O
0.000 5 -
0
120 124 128 132 13.6 140 144 148
fif 8] Time/min
C

176 180 184 188 192 19.6 200 204
i ] Time/min
3 AESERETHMEMEKE
Fig. 3 The electrophoretogram of imazalil under different
separation voltages

gi b, TEARAL)E BIS Mhk 2R RN 2y B L R 2k
T, FEEMEGT B 4> BRI F 3.0, PR AR W
K] 3C Fiame

2.2 EMELEENYR
i 50 mg/L fIRE S E 3.4 kPa x 3.0 s HERES1E
N AT K RS (B 4A) 5 5 mg/L B L E 3.4 kPa x
60.0 s BEFEZ&AF T Frfs Ik IR (K] 4B) vl %0, £E
AEH BRI B ARA G ik R, 386 ik
FERT TEANEAS 7~8 £ (1) & R
Rk, s s AR, &7 BEINAE &S IX
WHEMERXWNHESES. T2, ERkE
7] 5 mmol/L -CD + 75 mmol/L NaH,PO, + 5 mmol/L
NH4H,PO, KAl F A 50 mmol/L H;POy, EAN
PEEFACR . HEE, 5Smg/L FEARTE 13.8kPax 99.9 s
HIERESRAE T, &R ETIEE] 91~92 £% (B 40).
0 s T < R S 3 R T S VDS B N
N [v] <2 [ 55 10 5 T 717 %) 4 DROR 3 A9 EF [ P A8 K 17
A 0,001
0
2 -0.001
# —0.002
-0.003 [ — ———_ _ _ e

~0.004 B ——
~0.005

13.0 14.0 15.0 16.0 17.0 18.0 19.0
I} 1] Time/min
47534636
0.000 4 i

0.000 2 (1

WO AU

180 190 200 210 220 230 240

fif 1] Time/min

a

0.006 1104 58690
0.005 I Ik
0.004
0.003 ] ‘ O
0.002 i
0.001 SRS B I W

20.0 21.0 22.0 23.0 24.0 25.0 26.0
15} 18] Time/min

A: JNEPEFTEIREE 50 mg/L, R 3.4kPax3.0's, 5 mmol/L g-
CD, Z1AF )y 75 mmol/L NaH,PO, + 5 mmol/L NH,H,PO,; B: I
BT EIREE S mg/L, HEFESM 3.4 kPax60.0s, ZEMARIE A; C:
B MR IR IE S mg/L, HERESKMF 13.8 kPax99.9 s, 5 mmol/L A-CD,

LMK %: 75 mmol/L NaH,PO, + 5 mmol/L NH4H,PO,+ 50 mmol/L

13 B (O PRI REER - & /S Na R 7R S AT T A

A: imazalil concentration 50 mg/L, injection condition 3.4 kPa x 3.0 s,

5 mmol/L S-CD, the buffer system: 75 mmol/L NaH,PO, + 5 mmol/L
NH4H,PO,; B: imazalil concentration 5 mg/L, injection condition 3.4 kPa x
60.0 s, the buffer system was same as A; C: imazalil concentration 5 mg/L,
injection condition 13.8 kPa x 990.9 s, 5 mmol/L 5-CD, the buffer system:

75 mmol/L NaH,PO, + 5 mmol/L NH4H,PO,+ 50 mmol/L H;PO,.
The blue numbers iodicated the peak area.

4 AEHHFFATRIBMAL E REIKE R

Fig. 4 The electrophoretogram of imazalil under the different

W AU

injection conditions after on-column preconcentration
(stacking method)
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REK,  HHE R HERE F 70 B8RE K A B ) ) %of e A
I3 B IR IAN K o

ARG T EBREEE 3R, SREEM
RUf, FEMARIIR (58 L S/N =3) 4 0.5 mg/L,
FEX BR AR 22 1.8% ~ 4.0%.

3 s

BN YK (CE) VR B A =R, Pudt, (5
FRRAN O 2L, I A R R R IR 1 73 5 43 M
JiE, EFSETES A HEZE JIE R, (HH AT
o DL 7 FH 2% %o 0 8 WA [ B 38 AT T P 4 0 R A 4%
BELMALE . teAh, HECRA CE VEiET
A YD TF YR B FAFAE 3 S e R VR PE AR
f ) R, 3 R RO T M R AN A% B B R
FAFT L AHIE FUIE R % B R AN I IR RE T
a6 T RIS E ARG 2% 1, BTEHET CEVEER
ZiHF MR o RITELR & 2R IR

IRIRE B HATAEY) 2R H CE VEFAT I &%
B A = 1 4 o0 WIF 5 o L B R T2 IR T R A
A, H, B-CD FHEFT BA AT S5 K ZH0
WORARUCHS, HRSCAS I BRI BN T i FH B R 28
FHEEBEF, Hik, AHFRER p-CD NFhik
BEF, B FE T IR PR X 400 e St Bl A - 5 11 R
M, 459 ER: 40 Smmol/L [ -CD %R i
0F, ZERE Chu %00 B 5045 R A A — .
Chu F WA LR, B p-CD IKEM TR, %
MR AN X A 5 B-CD I & BE 2 Rk, (H
& B-CD MRk, HE MK, SRS
REJIPRAK, B ZREMAST BRI 43 B8 . Ak, Wren
SECT TN, TR R B R B 5 M
TARTE AL G RO %, B HOR S, AT
5 T I R A R B R, SCE AL T 1 i 3 77
IR, JEBE S R 2 8] LA e
MBH 22— RUFFCE I ik R A5 Ko 5
MRS IE— i, VIPEAS T 3N CE AT
PEIR 20 BRI 2% 1R A RN 2.5% RN EE +
75 mmol/L NaH,PO,4 + 5 mmol/LNH4H,POy,,
B HLEN 20 KV BE, TSR 0 R 43 B R
9 3.0. X Kodama 5127 [ 55, H LA B-CD |
A (2-F2 P 55)-B-FR i (2-HP-B-CD) NF-HEidk
PEF X 0B T AR AT HR 4y, 2-HP-B-CD 1
FERINWKE N 4 mmol/L, HAEEMIE6, W]
W, AAELETE 2 BR i HLF- 147 43 B 70 o 1) -1tk ik

BRI kst Hh o PGk RE CE %
HH IR AR S5 S AL T R . b, BT B
SRR R IR BT, RO R — e g5 iin
LA PR o S5 AF BRI 5L, AR Tk
TE NV FH B E Al

AHFFEBR T R CE VX I E M T 3 7 2%
PEBEATRARAL, R RN AR 2 s SR AT T
WIEWETL. S55REH]: FEGzm AR R PPN 50 mmol/L
) HsPO, AN FHOR 5, 7E 13.8 kPa x 99.9 s
I T RERE, MEMN S AR RLE, BHEM
BTik 91~92 5. HAT, T8 0075 mAE L
BN ARG, M AR, HAD
FUITVEALEE T X bR AL i B A 7, T LK 41 6 e
MmaE, FEREEGEHRENELEETENE
Redb—Bhaie. Bk, RHAAEZEN G
RO ERNE S HEERH) B SRR
— BRI BT EL S EOR, FF#E AT X HL o)
Mt 2 5 ST 7T I 7 1

i LTk, AHEFUR B X H KR
AR, R M WA AT T TR MR L S &
WL, B TR AR SIREE . i
() pH SR LA o & i Sk AT 04k, 4331 15
BREN 3.0 AN E M A T S 4R BRI
5 mmol/L -CD + 2.5% ¢ N i+ 75 mmol/L NaH,PO, +
5 mmol/L NH,H,PO,, 75 ESHEN 20 kV. HEFE
TEL S R RFZY], FEIN T 50 mmol/L H;PO,
Jo, TMEMEIAF] 91~92 {55 B B HEBUR .
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