[ ADPLICATION NOTE ]

=

Waters

THE SCIENCE OF WHAT'S POSSIBLE.”

ACQUITY UPC* Y AF LB KU ACQUITY QDa &gz Z AL,
EEREFOFIILBSIT7FINDTOT7A(UVT
Marian Twohig, Michael O’Leary," John P. McCauley,” and Rui Chen?

"Waters Corporation, Milford, MA, USA
2Waters Corporation, New Castle, DE, USA

PIUT—o3vnXUy bk

FIIWBRO7FIIDXY vRREFEET Y
TIVHHDE—DY AT L THEE

IERZFTELBR L. TFYFAY—BKRU
IT7 AT A I —DBOE L EDTE—EO
EiEnEgE TRV RIL—T Y hERIR

IFVFAR—BULLFITRFLLT—
HRAEICBUT, EHEEEREOD D7
HiETEE

RAIK D OBEEICEET LS DIERHD
KUFS )Lk

JF—F—=ADVYU1—3v
ACQUITY® UltraPerformance Convergence
Chromatography™ 27 Ls (UPC*®)

ACQUITY UPLC®
T# hFIALF—RT7 LA (PDA) g

ACQUITY® QDa® #tHi28

ACQUITY UPC*®BEH 5 s

Empower® 3 O RIS T4—
P Al vk

F—D—F
FIIVEZE. UPC. ITFYFA~Y—.
IPRATUAN—. FIILHEE. F3IL7El
JOEdFY—Ib. bUTPY—)L. FEH.
SFC. BERFMRAEIONYKI ST 14—, QDa

FUsIC

FULWRERBIOREICEET DAL, MROEYICHLTEMELEN
fER%Z. INFTTRIODDEVBMETHLSI T EHTEDRMEREHCER
LTWET,' SH. MBICHDBED 30% [CAFEMEADNZFTNTNDE
HESNTUVET.? 2L, ROSNDEKER. ZLOBEXZEMEEES
YMHOBE—DIFVFAT—H5E5NET, TODH. EELDRFRAFIOF
SIWBEMRDDIF Y FAR—AEZFTHIETT” ETSIC. WEFD
fbDRL D DR RN, BROEED. REERZYR—NTDHICH
£TY,

FZO-Z2PE/O—-RAEV > B EEZEEMEICAWVSF S )VEEME (CSPs)
EBF2RHFEIOY RIS T 4— (0O BFSIVDBICER NI RH—MRIE
BETY S BRIATIE CSPs [Chho b [0 BIRFHFEI O M5 T« —(SFO)
ZERRT DT —RABBATVET . SILEMEEERMEEV S BERFRIADRH
[CKD., ERETOFIILABEDENICITSCEHARETT, FIRFTOE
JFYV—IL(BERRTICRT) DKRSIFE NI PY—)LRBRERIDILEED
EPBREICENCTHBHIERANSLELAVSNTVEY, JOEIFY—ILOD
IFPATFUAT—DDBEICE T BE5/(3 HPLC ZAWEIBE 34-50 9T, '°8
SFC ZAVWEBHICEFT7OEDF Y —ILICDLWTEEDHBHRIRTE. 91
BRI 10 DICE TIEMEAIEET T,

BEMEIYN—Yz 2503 8IS5T 40— (UPCY) BRFE 2 ym LT
DHS LB KUBESR CO, ZANT. UPLCONT+—I VR LEDXU Y k&
SFCANERULTWETD, '“P UPC? [F4E LC CRBDOD B TR EL B D98
E— RZRHIDIEZEDEINTH D, EHEDEHEFRRTEFTT,

A7 TUT—v3a VTR MNPV —ILSEDREREICDVT UPC? BXU UV

EMSREBRDHEFPEDETITOLIMICOVTENLET, D5 —5—XD

ACQUITY QDa #&HigRIFBIFDRA IOV bITST 4 —Y AT LZEHFEDET

AW ETREZB LU, UVIRHERDERZMHTI 2, UL MSRHEE T,
MSTF—5E W TF—5 EHlHPEDETHVNDZET. —HODIICHITSEHE

HEHELL. BLEVMESYDEERENTRECED X T,



[ ADPLICATION NOTE ]

RERTTE

VAT

XL —2avIClEy+——X ACQUITY UPC? Y RF L&A, #&HIE ACQUITY UPC® PDA #&Hi28
BXRU ACQUITY QDa #HEERDINI T« T4 A VI LI hORTU—EEDH (MS) E— RZRLFE LI,
T—IEEE KU Empower 3FR2 VT D T P ZRHWVTITVE LTz,

Y JIVElR

BREFREABET7Z7E A= MUV /K= 50/50 BRZAVCTHRULE L. —RNICAVLWSNDRE
REZ2gHEL. 8mLDF7EIZ MU /K= 50/50 BRZFMLE Uz, CDBERZ 10 DEE
BRCTHEREL. 0.2uym DPVDF T 4 ILY—THEULEABRELE U,

UPC? 4% MS %
T SIL53 B MSYZFL:  ACQUITY QDa #iigs

°S 1) R -
HS A ACQUITY UPC? BEH FrESU—ERE . 0.8kY

3.0 X 100 mm. 1.7 ym A-VEE: 10V
HAEB) : X5 /=) BEARAX - 600 C
ABPR : 1990 psi /137 bar 1FVIEREE: 1507T
TR 1.5mL/% MS 2+ &H . 100-600 m/z
BHEE © 220 nm HoTUVI—bk5Hz
HS LEE ;35T XA T TR 0.1% 7 VEZT7KBR=SE
SEAR 05 L X5 /=) [K=98/2
ot 0.3 mL/min
PFIIVFBERE A [CAL
OSITY N PDASR{Y
0% 3%B. 449 30%B. 6% 30%B ia s - ACQUITY UPC? PDA
HEIRFICR D

BDAHRR 210-400 nm
FS)L9 5k BTV Ib—b 20 H:z
PHME—R:ISIITUH
NS L Amylose Chiral
3.0 X 150 mm. 2.5 pm

2

Sord

HBE®) 1 2- 7O/ =L/
I%./—JL=50/50

ABPR : 1990 psi/137 bar

TR 20mL 5

RHURE ¢ 220 nm

AEANE [

ACQUITY UPC°Y RF LB KUTACQUITY QDatgtigs ZAL Ve, BERAIDFSILB LU 7FIIWLOTOT7AUV Y 2



[ADPLICATION NOTE ]

HET Y TIICOWCEFRDICKFRE 2 ym L TOBEEHEZRAWVWTCT 35
BEZITL, RIS, RIFR 25 um DFSILCSP ASLICKDFSILaEEZTV
FUleo. B (A ICSENBZDEDOEMARZRELE Ulc. F3 L0kt Z
TOCETHEDEMRMKE Al FEULIEFSUT 4 —ZFIT B EDTHD
FUle,

BERBLUER

M2 [CTOEIFV-ILRERR (TRER) SLOREY Y T (LERSR)
([ZDUWLT ACQUITY UPC? BEH S LZBAWVWTESNZoOXY FISLZERLT
WET. BEYVTILICHBIFDE—T 1 KU 2 ORFIFZ[IITOEIFY—
ILOBEBRE-HULTVET, NS 2 D0E—7@FTOEIFY—ILDOY
PATUVAR—EEZBSNE T, UL ULEDS 2 DDINESHEE—T (E—7F 3
BRU ) BHATVTILDHRHEEN, RIFEEIF 222 0&£ 226 3T,

E—0 3RO 4D U ARSI MNUFE—T 1 BRU 2 LELILTHD (H2). 18&
HELILTVBTEZRULTVE T, &5[C4DDE—IDR—IE—-J[F
m/z=342 THD., BRZZSCILEYORMUEFE/NT -V ZBLTVEYT., D
m/zIF7ORAMLETOEDF Y —ILE—HULET,

;—N

|RO

Nocas

(2R,4R)-propiconazole

a'.f_N

N.

N)
sO

O

(2S,4R)-propiconazole

V)

k<°
JS
Cl
(2S,4S)-propiconazole

V)

|gO

"IN

Cl Cl
(2R,4S)-propiconazole

& 1. ZOEJF Y =)L T EEIEEDEER

UV at 220 nm UV ZRJ ML MS ZXZ kU

0.804 1 302
0701 2 BEIY VI
0.60+4 3 1 1
e UV at 220 nm ¢ . L
0.404
0.20 2 2 "
0.104 3 4
0.00}— 4 AN An — ‘ 1l
0.30 1 3p2
0.25 2 3
ool Propiconazole
. REm [
0104 UV at 220 nm e

4 4
0.00 A 1 268.8 327.0 339.9 |1

.00 X X X X
Minutes nm

T T T T T T T o
22000  240.00  260.00  280.00  300.00  320.00  340.00  360.00

T T T T T T T
325.00 330.00 335.00 340.00 345.00 350.00 355.00  360.00

m/z

B 2. ACQUITY UPC? BEH 1S L &R e ZOE TS~V EFEDRET> TR TOE TS —NEERD 7 F )LD 220 nm ICH(F3 ACQUITY UPC? UV

20V IIShe E=Z -4 DUV R MS INZ MLETRL TL S,

ACQUITY UPC°Y RF LB KUFACQUITY QDatgHigs = AL,

BERFNOFIILESLO7FIIWLOTOT7A(UYT

3



[ADPLICATION NOTE ]

ACQUITY UPC* YRF LFAS LRA vy F U IHEENSG D, HBRICDOWVTIS 4 BREF TEIRATREL
THESILBRUFSILDXAYV Y FREZNENICKIEL. BV TIAHICOVTBEUY AT LTITIC
HHEEETT . XV v FREICDVTIFINSDOEIMZERAWNSD C EICKD kB ZERUIECITS
NTEXT,

&
&
&

B 3 [C ACQUITY UPC? Y RF LZEFAWT. FOEIF YV —UIEEESRRBLUORF YV IILICDLWTFZIO0—
AFSIWHASLEBVWCISIYIY MpBiEITocoOvY MISLERLET, B2 TlE7OEdFV—)L
52 DDIFRAFUAY—DMRHENZE LD, B3 Tldk 4 DDE—T (E—5 1-4) BRRHENTVE T,
EIRENC &S, B2 T2 ODINSHE—TICDVNTHESIC 4 FKICHEEL (E—2 5-8). FOEOFY—Ib
BRUMAREDICOVTHEELULEFSUT A —EEIT D EARULTVET,

0.25 3 4
1 1
020 2 sFIY I 1
Lot UV at 220 nm 156 Z ?
< 4
010 f-»’
° 56 7 8
0.00 ,wb
3] 14
0.08
15 Propiconazole
0.06 1 Eﬁlﬂ:ﬁ
= 0.04
0.02
0.00 1 NJ/\A
0.‘50 1.‘00 1.‘50 2.‘00 2.‘50 3.‘00 3.‘50 4.60 4.;50 5.‘00 5.‘50 6.60 6.‘50 7.00
Minutes

B3 72O0-XFSNHSLERe TOETF Y —)LIEEIEED L VRE Y > TN HICEFNSFADF SIIEEY DS
Z U7z 220 nm D ACQUITY UPC? UV 207 RS54, TOEIF YV —/NEEERETRL TS,

ACQUITY UPC’YRF LB KTACQUITY QDatgHigsZ AL e, BEERIDF SIVB XU 7ZFIILOTOT7A(UVT 4



[ADPLICATION NOTE ]

KENY VT IVT—5 OEETIE Empower V7 D T PZRL. 8 RDE—TICDVT UV BRUE MS AXRY
MLZEBEESEHD « >~ RUIGRLTWVWET (B4 8KU 5). Empower 3V T b TP DEEHFTY 4~ RUIE
BIRUEZART MUERICTRTOBERERDIOR NI ST —E—0% | DOEEICKRALETYT . BH
ENRE—IDANRY MUIFBHIBICOOY NS LD EICRRENE T,

Jr7IUE) #REE FTN WoIUD JO:kE) EERE) FES RN FT2a0(0) SavBRoin)  AJLTH) _ =] x|
2 i P 1 P T o e P i o S 3 5 o i e = R ET E S T el \
2le e[|z 2] 2@l asoruER B =]
=2 # - 1456 -QDa 1: M3 Scan || E—2 #2-1772 - GDa 1: M5 Scan || £ —2 #3-1831 -QDa 1: M5 Scan || £ =5 #4-2177 - QDa 1: M3 Scan
\v\ 2688 bs \.\_Qﬁgﬁ Ma
34321 34414 24308 34301
159 08272 56308 064 .07 1590121500308 2286414 45534 1580821503307 575407 51847 158 85210 03308 1664 .07 57855
I Tas I I
= 025 PDA Spectrum (210-400)nm
0.204
BN RLE
2
0104 o o @ o
005 z % B &
= = = =
oood— b A 3
2109 -
GDa 1: MS Scan (1: 10000-600.00 Da ES+, Continuum, CV=10)
EY
e
k]
=
185x10%] t;-? #1 XIC - 1456 - QDa 1: MS Scan: 34221 m/z
F —% #2 ¥IC - 1772 - QDa 1: MS Scan: 342 14 m/z
5 100109 = #3 XIC - 1831 -~ QDa 1: MS Scan: 342.08 m/z
':E E—27 #4 XIC - 2177 — QDa 1: MS Bcan: 34201 m/z
] F—27 #5 ¥IC - 4010 - QDa 1: MS Scan: 34221 m/z
L s0x10%] t;-? #5 XIC - 4280 - QDa 1: MS Scan: 34214 m/z
F 77 #7 ¥IC - 4588 - ODa 1: M3 Scan: 342 14 m/z
j 00 # —4875 - QD0a 1: MS Scan: 34214 m/z
0.00 050 1.00 150 200 250 3.00 3/5\0 4.00 450 500 550 §.00 g50 700
2l
K| L] |
I [=| | =l = | =] | svEme | |

Bl 4. Empower Y 7 hD T P DEEFENTD > ROICKD UVBLIMSINS Mo &7c W BKLIYI OV NIS5hH, #HH
7F>2o0v~ISL XIC) & 1 DOEEICTLTLET,

ACQUITY UPC°Y RF LB KUACQUITY QDatgtigs ZAL Ve, BERAIDFSILB LU 7FIIWLOTOT7AUV Y 5



[ADPLICATION NOTE ]

KA TIVDOUV 20X I SLBRUMS b—=FIb142o0O% RIS L(TIC) EMBAZ>20O7 ~
IS5 LCKODERSNICAMFE—T [CIFAEEEVDRSNE LIE(E5). FIIWEEDIFVFAVY—
MEZATITDHDICAVSNS UV RHZEHEIEDE T MSRHBZAVSD LT, BESKUERED
mEULFERT,

3, 4
o L PDA 220
00 2 567 8
o PDA 220 nm
<
0.10 ﬁ
XIC m/z 342
l \ 5 6 7 8
0.00 1
1.6x10° 1 3
1.4x10% 2
g].nxm"
5 8.0x10°

0

y | ! y y y o asm sw s ew  es
342 342
344 ] 344
) 1 5 5

268.8 I M 256.9 269.9 307.9 341.0 I L1

5 5 L;m ] 6
sess 1, 43} 376 11

5 3 . ] 7
N L

e
4 4 e
268.8 I 11

22000 240.00 260.00 280.00 300.00 320.00 340.00 360.00 320.00 32500 330.00 335.00 340.00 34500 350.00 355.00 360.00 220.00 240.00  260.00 280.00 300.00 320.00 340.00 360.00 320.00 325.00 330.00 335.00 340.00 345.00 350.00 355.00 360.00

mz

mz

B 5. 7EO—-XF S/ H5LER e TOETF Y —VIEEIEEDF SV HE & ORBIT > TIVICEFNBFH+SIEEYET LI 2200m D ACQUITY UPC?
W20V kIS5 he m/z=342 D XIC BFLFUV. MSINZ MLEENZEIURUIE,

INSOBRKID. MARDEETOEIFV-ILDUBEEMEAFTHDEEIASNET, JOEIFVY-)
DHBEMAES Glaser SICKD BRHENE MU TP Y —VBRBOER—DH SHRT DUBRMEATT . £
ERICAET DD DILEMZEDBET DEMRFZRETOTCVLET,

ACQUITY UPC’YRF LB KTACQUITY QDatgHigsZ AL e, BEERIDF SIVB XU 7ZFIILOTOT7A(UVT 6



[ADPLICATION NOTE ]

b=Hi)

TR TR7FSIVEREREDOFTMEZITV. UVHBKRU MS &

HézZE AUVEENICELIL TLWDEER2 7OV —ILD

MAORDZRELUTVE T, COMPEAIEELC m/z 2B L. &

MR b 7Y — LRER EEROBRIE/IN Y —VZRUE Ui,
FOUCHAIROTOEDFV—-ILDOFIILABEICDOVT, MS KU

UVIRHEER ZRFICEIS T 2 E THAMI DER D DIUBEM

FEDEXRETLEANRY MNUVBRZERFDCENTEXT,

MS g M EEYMDIEHZ/HT I D LICIA. {EEYMEEIC
BIFBERMEZE ELE T ACQUITY QDa #RHZRIFIERDZFEIRE
EVSRTARTARE o egtidzZ AV DIL—F Vot 21T S 5N
[CESTERNMRZERLIEET,

ACQUITY UPC* Y AT LIZFSIVB LU T FSILAS L% MS D
([CEEY 2 4 BEOHBRERITEDL D ASLARIYF VT
BREZHELTVWE T, FIIWBKRUT7FIIVIEXY v RERZE
UCYATLTITIITENTRETT . INEDXY w RTIIAIHE
RS U CBRA_BIERFZAVWE T BB SR UL TE
ENCRREBRDOEREDHRDAEICED XY, TORERAE
ROBERMEOERBHEIRTE. JX MEIRICDEDDF T,

ACQUITY UPC* ¥ R T L [33h RIS BEZATREC L. HERDIEHE
DWICHERY Y TIVORI—Ty hEE LS EF T, UPC’ =
AW ZETTOEDFY—ILDIT AT UAN—D5ED 35
DIATHEEEICIED .. XRICEEEH SN TOIIERDT IO DEL &
B 10EBRELEDET,

IFUFAEROMEOREF. FSILEESYDORENDHEL S &
WSREICHE L TVWE T FIIUEEYZERRT DIHIC. &£D
BREDITEZER DI EDOAY v MME, ZNSDIIFERITE
[CRET HEELBREIRICRETE,. SMOEEMZGD L
TEEI.

Waters

THE SCIENCE OF WHAT'S POSSIBLE.”

BEY =5 -S4 www.waters.com
SEAH T140-0001 SEEUEBRIIRILS1-3-1288 506800 TEL 03-3471-7191 FAX 03-3471-7118

2ENH

1. VPerez-Fernandez, M A Garcia, M L Marina. Chiral separation of agricultural
fungicides. J Chrom A. 1218: 6561-6582, 2011.

2. B S Sekhon. Chiral pesticides. J Pestic Sci. 34,1: 1-12, 2009.

3. WPLiu. Pesticide Environmental Chemistry. Chemical Industry Press, Beijing,
China. 341-343, 2006.

4. A Williams. Opportunities for chiral agrochemicals. J Pestic Sci. 46: 3-9, 1996.

5. EU Commission Regulation No 544/2011. (2011) [cited 2013 October 20].
Available from: http://eurlex.europa.eu/LexUriServ/LexUriServ.do?uri=
0J:L:2011:155:0001:0066:EN:PDF

6. HZhang, M Quian, X Wang, X Wang, H Xu, Q Wang, M Wang. HPLC-MS/MS
enantioseparation of triazole fungicides using polysaccharide based stationary
phases. J Sep Sci. 35: 773-781, 2012.

7. Y Zhou, LLi,KLin, X Zhu, W Liu. Enantiomer separation of triazole fungicides
by high performance liquid chromatography. Chirality. 21: 421-427, 2009.

8. JYe, JWu, WLiu. Enantioselective separation and analysis of chiral pesticides
by high-performance liquid chromatography. Trends in Analytical Chemistry.
28,10: 1148-1163, 2009.

9. PWang, S Jiang, D Liu, P Wang, Z Zhou. Direct enantiomeric resolutions
of chiral triazole pesticides by high-performance liquid chromatography.
J Biochem Biophys Methods. 62: 219-230, 2005.

10.L Jin, W Gao, H Yang, C Lin, W Liu. Enantiomeric resolution of five chiral
pesticides on a chiralpak IB-H column by SFC. J Chrom Sci. 49: 739-743, 2011.

11. L Toribo, M J del Nozal, J L Bernal, J J Jimenez, C Alonso. Chiral separation of
some triazole pesticides by supercritical fluid chromatography. J. Chrom. A.
1046: 249-253, 2004.

12. A Grand-Guillaume, J L Perrenoud, D Guillarme. Comparison of ultra-high
performance supercritical fluid chromatography and ultra-high performance
liquid chromatography for the analysis of pharmaceutical compounds.
JChromatogr A. 1266: 158, 2012.

13. CHamman, W Mengling, | Aliagas, D F Ortwine, J Pease, DE Schmidt Jr
Victorino. The evaluation of 25 chiral stationary phases and the utilization of
sub-2.0 pm coated polysaccharide chiral stationary phases via super critical
fluid chromatography. J Chrom A. 1305: 310-319, 2013.

14.R Glaser, | Adin, D Ovadia, E Mendler, M Drouin. Solid-state structure
determination and solution-state NMR characterization of the (2R,4R)/2S,4S)-
and (2R,4S)/(2S,4R)-diastereomers of the agricultural fungicide
propiconazole, the (2R,4S)/(2S,4R)-symmetrical triazole constituational
isomer, and a ditriazole analogue. Structural Chem. 6, 3: 145-156, 1995.

ABR3z4 T 532-0011 ABRwEIXFERB5-14-10 Y LT 4 HABRZOY REJVT1F TEL 06-6304-8888 FAX 06-6300-1734

Ya—lb—L
FOZhIEYS—

RR AR
RR AR BEE B\ AR =L

Waters. ACQUITY. ACQUITY UPLC. Empower. UPC2. UPLC. ACQUITY UPCA QDa &3 U The Science of What's Possible &
Waters Corporation DE#REHECJ. UltraPerformance Convergence Chromatography (& Waters Corporation DR C 9

ZDMINTOEREREZNENDRBEEICRBELET.

©2014 Waters Corporation. Printed in Japan. 20144108 720004977JA PDF



