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s SRk (Supercritical fluid, SCF) Ay [R] 1A 21 8 i 11 AL 35 FE AL )
RASHTAR, EDASFIE AT F IR AR S A 2 8], Wkl B AN # R S <k,
i % FEFNVE A R DA A, S 4b, s A1 i 0 AR S, X FhIPEiE o kA
A AR Z YR G AR, BT CO2 Ml SR LMK (31.06°C), I
AR (7.38 MPa), HGE, TR, BAH, PrLAELprEMEPH M
CO itllin Sk o

I SRR L BUR [ bR b de it AU R, @R SFE (supercritical
fluid extraction), ‘&2ITAM LB HILK B EIR, SFE RiAL G () 28 A
U RIS, & — 1k, FI RIS CO2 1 R IEME ), SEILK R 5 AU &L
SYES. SREUAifl. T IR CO A BRI HURE WAV,
RIHTKIINE, HagludB@dt By e, RIOLEE, RAmik. B
s AERER L TG G ARy RO AR AR 2 A BT N o Il R A £ i
(supercritical fluid chromatography; SFC)LLRBIG FIRARMIRSIAH, WK EFERNFK
TEFMRE JIRIEAT 0 B T s AR o Z BRSSO B AR (3 R
Mo BLRE AT AT SR AN S ) g o IRHE R AR, G s RO B A
SRR AT LA S A H IR S CO2 AR ANAH, w53 2 FhifiAH EL
SRR A E B AIILED, KT SFC (N VS B Mrfie 1, AEEtE. &
TR P o« BEE AR HEE, SFC ¥ B S5l < 45 21k — 4
eI

Nexera UC & i 24 b e B — 3 I SR R A B il R 48, MU et
PR AR HOAR,  SEHE I SRR A - I FUR AR - 2, eahie
AR N AT A ], 417 SFC-UV. SFC-MS. T4 & 153 ¥ 5 :F K
ByZE SFE. SFC-LC Ul ARG 5E 5P A FIECE., Wi 2 AR H IR 2.

NEEBER] A Nexera UC REGEHT 1Al INRMIZAGE, BEAE R (P ED
AIRAF M OB S 7 AN GG SRR I h SRR (% R G H
Y DR . AMSCEAH T NexreraUC REEMZN T RYi40: 1ELk-SFE-



SFC #%4t. SFC R4, TWIHiL RS, HL-SFE R4%, & T REEwHE W
R . TR R0t 25 i S 7 ANl i) s B2 F 481 5 A A
4, BUSCRBIRISC 17 G, @I TS 2 S PR R . RSO E
NHSATIR I 2 P A8 % R GRS % . A SCHE It 2 S0 F I B Al A
CRED AR o TR EZ AN, A RIET (B ByidhfE T
IR R AR O A 8 I DA % R PR A O AR ST (1 S R T R, 7E I
SCHAAIBI L, TR — IR
FIUKSFRTBR, SCHRfERE A AN %A, RiFERHEREIE.
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Nexera UC RANH

P 5 P o 0 R [ 5 ) e 5 e
71 (Po) ANEFHREE (To) MPIREBAEIE 1000
Fras, AT I SRR P B — R R
Tk, PR HEIm SRR (Supercritical fluid,
SCPF). fEIfEF ML, YA R KA &
ik, WAL, SRR o
PO B 2, DRV T A AR 4 ) T e LAt P ot : e
WrERe: H—J7m, @inASKRERA— woome e me aeTie
FERAR I 112 2 Ud, (BB HUR B —BaBA K 7 & 24 %, <4k
HT COz HA & Tk Bz HI il SR B (31.06°C) Al FH7) (7.28 MPa),
HFHASAENE. o TR T FERME, A7 SLhR Nt CO, Hilm S f4
FEVEUNRAR PRI, A2 SN i oy B o Db A P S5 AR A T3z 14 B i

NexeraUC J& (FRalsxtt) BEhiIfERTT 2015 44t i — i im AR A I
I PR il R4, A B A w] ek o B M AR HOR, BT E R
I SR AR I R AR 3 B oA TS A 7RI KA & AN A
R, 5 2 AN R A H BB 7 2
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Nexera UC 57 I i 7 31 % AL5MHEAT I 5907, R ShEORTALTE . 51531
2 T 40 TR TSI 2 Ak RN, 1% 2R G0 e T R
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Nexera UC FEHF &
(1) E/F S IFEL SFE-SFC-MS R4t

G SR AR EUL G SFE-30A N E 2 MR, @il SFE FOnERUNH
WAL E Y] BREAE R BERE 2 SFC s, I (AR AT 23 B 4K 1T B A
MESBEATRI . ZAEL R GRS H T RIALFE) SFE LUK T 70 #r i) SFC, AT H
¥ [ AR R 0 B RS ) BRI E ST o FEARTRAS I, 3K /b 85%FH
TREM AT ). BT B AR R AR B T T, ZRSMA
BT H A A e S I o i o
(2) SFE HGn] HEELL AL A 48 MFF il

R EA A T s 7

RAEIA T SFE-30A RS Iy
\‘_4 -
S B TR R, AR DS & };,

WE S ES AT . R
SFE-30A #1 Rack changer Bc&f8 A, W& 2 RN SCE 48 NFESY, SC A BhLIE
SE A
(3) i REBUE SFC Al 7 R 45

T PR T SFC-30A R A LAT ME A HIHLEH], 43 B8 Nk sh A ek
o IXALAF AT B LR AR S LAIE N RS TG 75 20, RUHRCR 4R T T IR =28 6
Hrit REBUE . BEAh, CO2 iids Bt LC-30ADse AT i 5% 66 MPa 5 11, MARIE
TE 1o T8 73 25 0 [ B R A5 12 o 2R 1 48
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Nexera UC R Gilt B J% W F 45

Nexera UC ££k SFE-SFC 43 # &4t
FE4% SFE-SFC R4t A 58 BEPATFE it A HL, J3 B AR Il 4 7, 5 R PO B
FERTVEACIC FH » 7T FH T4 7 it vh 22 Bl 25 5% B8 1 [R]IS) 4347 - 5 B 3l 42 28 (Rack
Changer ) Bt H , % R 4l [ B XF 2 &8 48 AN FF a9 B0 3E 22 9 i .
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Nexera UC Online-SFE-SFC-MS ¥ 18 7~ i [&]

SFC-UV R4 A fHiH SFC 34T 4N 5 /4T 1 LA
FCE, 8o A BEAIRINIRS . 1% RGIE A
FItE 4 HPLC B¢ GC 3BT ifke i, JuHAR 2 b R 7
ERIEA RS AT 2 B BORE i, SRV 4E A 3R 5

Nexera UC SFC-UV 4 24t
TSR RGBT N TIHENEY 0
TR, BEE B Method
Scotting solution {1/ . L HIE IR 1 H 3hR
BUREAI N % 4 R UE R LR &
Nexera UC T ik 5 4 X2k 12 IR EEFEBET BBV, DLSRBLN
TGV 73 W 51

e
RRRR,
-
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fER AR SFC-UV
I S 1 R o 2
LCMS/LCMSMS A & :
M, $&mkril R 8 | T NexeraUC UFMS A
MEJEIE, &S SFC 73 B IR 1 58 PR E & A Ak vT 58 R 7 i 7
%o

74h, NexeraUC RANEIHA L H AT 2 4B H#E 1Y Offline SFE R4, UL
o w] LAZE SFC #1 LC AT V)4 TAER) SFC-LC VIR % . D& R T RS+
& | NexeraUC RFII™ Sh4, J9FH AR MIAE i R AL 51 XV 1 23 B R 4t
PRI AT




il E= 0T I
N VR O O3 s 2 2 USRS 1
H T ettt ettt ettt ettt et ettt e ettt ete et et et e et et et e et et et et eae et et et ee et ee et eanee e VI
ST 23L 5 A= a1 SRRTRTT ST oo 1
Nexera UC Online SFE-SFC-MS R4 7 M4 7= i R IR B AR v, 2
Nexera UC Offline SFE-GC/MS R G/ AT AR 7= i IR B AR Z o, 5
o T TR 2 M T oottt ettt ettt et r et r e et rer e 10
Nexera UC FM:ffiik Rt FHENEY 0 B4 BB IR e, 11
Nexera UC SFC 1148 2 M TR A2 TR0 T IR oo 14
Nexera UC SFC 7£ 2-F15£-1,2,3,4- VUSRS A R FHESR 0 IR e, 18
Nexera UC SFC-PDA H T F MR ZGBIE T BEITIF T oo, 22
R /. /s 5 TSSO 26
Nexera UC SFC F T AR F 25 AR AR R I B M oo, 27
Nexera UC SFC-MS H TR 5 BE SR BRI TE «.vvveeeeeeeee e 32
Nexera UC Online-SFE-SFC/UV &l A T FH S B BR AT AE LR oo, 35
Nexera UC Offline-SFE ZEHUE H 22 G B ERE LB oo 42
U s 2 T2 T oo et es e e et e s e e s e s e e e e s e s e e e et e s en e e s e s ee et esesee e et esen e et e s ereeeeeas 49
Nexera UC SFC-UV RGTEJEARL 2G4 T H BIRNF oo, 50
Nexera UC SFC-UV R GAE SR TR B 7 IR v, 54
AR =02 et ol s TR TT TSSOSO 58
Nexera UC Online-SFE-SFC 7ERIAPELE L AT IR oo, 59
Nexera UC SFC/LCMS-8060 I & IMLi& H A 25-OH Z4EA4E 2K D3 oo, 64
T B R B A T oo et r ettt ettt r et r et r et er e 68
Nexera UC Online-SFE-SFC-MS 7E 33 Al Hh it i 25 2500 7% B RS FR I oo, 69
T = I TSRO 75
Nexera UC ONnline-SFE-SFC 23 M AN SE AT oot 76
Nexera UC Online-SFE-SFC-PDA FETETEIGAE A IR woviveeeeecee e 79
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F255% 8 (Pesticide residues), &4 2518 5 —
AN A N A o T AR B T AR AR . O, b
2 KR, RRFRIMER A A FEREY. B
FRAD AN TR . AR 245k B ) R B G AR 2 K
A AR A TR AR R ZGHE AR B K
Ry, ER WL E O, EREYIEE, aHEA
(fERE . TR 245k B NRIAE D fE AR R, & B
RATHE AR AT PEA& B B, IR & SR 25k
A VFEAE T HE . B ANTRR 2558 B fa B AR, R 25k B PR e sk —
A SRAF B TR I X6 A 2%k R AN PR T A B 7 YRR WU 7 9 ) B SR PR of I 5 3]
2Tt

ARG AT AC BT BB FE R IGHR UL R IR A 5 ik,
PP I SRR ZERGE . IS AR SRR . BT AR AR
QUEChERS %5 J5 i o X F A1 8 I SRR ZE B LA I 57 CO2 it & 2
Foap KR s A WLV T A8 G A A FH B i), T FLAR S 5 SEI6 —
SR FALA Y AV AL AR PE R IR . ) A it 2 & et 7R e o
ANKIFTHBIG T CO2 FIAEHUR 7 85 1 BE K38 6 AL S ISR AL RR 2, X
LR GINE R AR AR 2535 R U I ZERUSUR

TEARAT I A 55T, — B PUMAT R A B T B . R
Pl s IEFEVE R SRR SRR 2 . IR AR s (SFC) BA 5
B AT AR SR AT S MS Hi e RIS REECH , HE T A S LR
IG5k 25 55 T o) 5 A 35 L4 FH LCMIS A1 GCMIS 43 53143 BT (350 3 A & S TR
[FIES 234, DS S A ik

Nexera UC Online-SFE-SFC-MS #%t, & byidt i QLK SFE A ab B E AR
SFC-MS Zr i BRI (1) 73 i T B, fil vt 7 AAHIT AL 38 3153 B9 43 B i A2 (0 g 4
)R, AR T AR FRAS A G R m AL ER R 5 2, DRI — A i o A s D A A
7. FAh, NexeraUC £%14 4 Offline-SFE £4t, Wid [ & AT Ab B PSSk 1515
WA 4 S IR At 53 B T B 48 5 ot RO A P o

A8 FH Nexera UC 7EZE SFE-SFC-MS £ 4 70 14 7= i T i ik B Ak 24
Al Nexera UC B54k SFE-GC/MS FR 4053 BT A< fib 7 1A 5k BE AR 24 LA AH 5G40
W%,




Nexera UC Online SFE-SFC-MS R Gt 23t R 72 i IR BE AR 25

WE NexeraUC fEZk SFE-SFC-MS R 42 K I Lt 7R 2 H ( Supercritical Fluid Extrac-tion:
SFE) il Fmik i (Supercritical Fluid Chromatography: SFC) 7EZR4H &I 258, AEW
4 H BT B AR AT A R A — R YRR 7E SFE M SFC 1, R E#E IR — %
ABRIAR BRI HLRE ] (ORI, BRI HA B0 AR B P B 20 3R A7 2 ORI 4347
H AT 2006 EMUAAHAT 1 B EFIFRBIEL . 2| 20T 800 Fh LA KR Z5E T e K ik B IR &
brdEe PRIE, FREEHEAT ELAERE G B AL SR AE P IR A VRS e 1K 2 R BR RN 43T o A SCIm 4
1%l Nexera UC 7E4E SFE-SFC-MS R4t, A<= il HP ik & HA 25 AT 23 BT K 7491«
A : Nexera UC 74k SFE-SFC bk

(A) e

fELR SFE-SFC-MS &%
Kl 1 /& Nexera UC fE£%; SFE-SFC-

MS RAIIETRRE. bR, 550
e I AU B S SFE ST,
PR AL 40°C (H 1A). %
B 28R 9 LR £
RO AR A 66 H R (R
1), 54 B AR A B ARG S
&, LHHATEHARR (B 10). TEahA% e
B, HEEU S NS (LA, e -y ﬂ#
S b AR ey A0, L8
AWGAGWHRUE D, TEIHEY  © -

R i . o T Wk A LA,
tER RGN, (UK 53
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| WEA | mmmn
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| HEA | minms
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WER
SER > mawAR

RGNS, AR, G o = = .
e SUBIE M R  2E ST RE L5 AL (R SFESFC TR

AN 82 B e S BE R (& 1D)

2

TENAGT i SR AR T B BAL B 77, QUECHERS 2R AR, HRIH, RIS 21
ZRH . BR, ZINEOE 2P, GBI AR, 2 EUE ARG B0
o A RGN TR HN U AR i 19 SBKG*1 g IR & FHEZERRERDAT (& 2).
HIBA SR 7 TR, FRAIR 7 A S, T oA G 7 AR B AR AR T34k, i
MERHES, LR HETIRZ 48 MFE M HESE AU 734

*  “Miyazaki Hydro-Protect” & F|%5 3645552 5



IA#E (QUEChERS) F5:AMOFIALIE
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ﬁﬂl*m i R it BLHE RRL#E  EmRA P BONE
Nexera UCAYFRALTE BREQUBATRS
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> >

o @

- 8
AFEH|

BN Han

RE

B2 B

RETBEAMERE BT
& H 510 AR IR S ARAERE A MBI S BEAT 704 R 1 or sk fhs B3 N

irai R ik

FIHL WEEIE TN

— RIVRAEIEL) 45 M Bh N SERL. b 327 FE gy

£ 1~100 ng/g MR FEVE A B A RIFAVE R M (FE IR, W AR AR bt 22 %RSD

NT30%) MIREFIILME (KRR R?2=0.99 P b).

HIZR 2 W, R SE ARk A 2h

REfE 15 2 R 0PI B 2 AN 1
1 Pt
SFE SFC
BgE il 0.19% FA R B2/ Y it kAT e Shim-pack UC-RP (250 mm L.
X 46mmlD.,5 pm)
Vi 5 mL/min MmBNAH A-scCO2; B-0.1% FP g%/ FP i
P FASZEI (0-3min) 5% 7 I [A) R e 0%—10%B(6-17 min)-30%B
BIASEEE (3-6 min) 5%i% 1471 (20 min)—40%B(20.01-23 min)
B 40°C i 3 mL/min
HERETEES  A) 14.8 MPa, B) 15 MPa FEIR 40°C
(4rifit: 3 %)
FMEE T 0.19% FA & B/ Y HIEMITEIES A) 15 MPa, B) 40 Mpa
M 0.1% FA R #/ Y
ol 2% LCMS-8050 MRM ##i5{,
1ng/g " In;‘;/g - 2ng/g s Int‘i/g
i =
e I I O -
NN xﬂ = |
I DAY I A T e e I
A TN - o s oJ\_|
Prometyn Fenamidone Ethylchlozate Imazosulfuron
‘f\lg’g o 2ng/g . |ni3/q ln;/g
-~ - wod | -
15000 “ " U = ‘ - ‘ = :
10000 \“ - ‘ 30000 “ _— H 00 20 40 6.0 8.0 100 120 140 16.0min
w || o] || = ol |
] H/\ QWJL | - «J‘\I,Vw J L Bl 3 RETREFEE E
‘”u/me:h“yl ‘w/m:!:\yl ; ‘:umethyl M‘ \:.
=TT 1= ] =] =T g
=0 (=] (=] 2 Bl o el
== e Eo N0 oSl e - -
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LA 2k

A=/ EZ LogPow (%RSD,n=5) (nglg) R?
Tk 4 T 6.9 6.1 1-100 0.9991
AR 5.68 6.8 1-100 0.9992
L 4.69 1.4 2-200 0.999
R 3.66 4.6 1-100 0.9993
HEL 3.34 2.7 1-100 0.9994
TR I I 2.8 3.0 2-200 0.9991
5] A s 25 3.0 1-100 0.9996
R 1.6 6.2 1-100 0.9998
TR P 0.79 8.1 1-100 0.9996
o s T 0.2 55 1-100 0.9994
SR e it -0.02 55 1-100 0.9996
DY A e Tk -1.4 4.2 1-100 0.9998
FEHHT

[a) 25 A AN T 10 nglg VREER 510 FS A AR ZGREAT 04T . ARFE BT 45 T,
248 Fhl s B RAFIEZ M (ST A RER 2 %RSD /N T 20 %) Al K 4[]
Y& (70~120%). &5 24 LogPow HEIMCR M /RE K. HEIW AN, SEARPETE IR
2 Tt B RAFH IR .

ARPE Bk SEHERT RN &t (GADC) N HE L-497 i 's



Nexera UC Offline SFE-GC/MS RAE M & = P IR B R %

FWE HAT 2006 FEWATHAT 7 HAE ESNERSIE. ZH X 800 2 MR Z5ME T ATk
FABR bR DAL, 54T ERERE o AL AR N 1 0T % ) 22 AR BR RIS 73 i o #2240 &
AR BRI T, JEE A LCIMS B GCIMS i i 5 7R A G R R AR 2047
M. AEE, VAR AEDUEAMNAE FAL B A vh 75 S B KB 5T RIS 1), 38 75 A8 K&
AHER] . B AR . (R . & B RO I 7 — S B A A G 71,
HEAT I LR AR A EL (Supercritical FluidExtraction, SFE), AJ LAZEAGE A N #EAT2EEL, 3F H.
YA ANUEFMEE, (R REIERED, M RIART % A
iHIL Nexera UC B2k SFE RGEAMK ™ M P2 AU R B A 2, SRIG A GC-MS #E47 73 HT 1)
ZNAE

KA NexeraUC B54k SFE GCMS 5%

%éﬁ SFE R4 A O SFET  WERMIE M AWRE
K 1 4 Nexera UC %%k SFE R4t o = = T o
ey v Bax T" y it
HEAT IR B . e R, KR IHFERE S M= ‘ p
= 1BHE
RIS 28 [l 7E SFE BT, iR ow e T
(AR AL E] 40 T (1A AU 35 ) 0 SPEMR  WERHE  HEE s
P PE R S AR T, (R FFTIA o = ]»*— e =
SVEN \ BN — P s ﬁ
RS T AR E bR (8 1B). e ol 0 | =) ||
SR T [A) A8 A A 3 O\ HE I S Rk it AT hoa
ANEHI (B 1C). fERNEAERU, Ff © g SEeR  WEGHE AR EALRE
UG NSRS, SR PR A 2 ]»U
— N v, ﬁ S
a BB HE H bR B (B 1D, = - —— e
RER AR e
Tl B D) O SRR WERHIR  HEE  WHRS
. N ﬁ — o = = Enéuors -
VB R A 7= i iR BE A 25 53 B i T b ' . F i 7 J‘
7510, QUEChERS 45 AF i X, Phid = (S
J FEMEH
FUCAFEITZ R HR, % EAML LR
FEEH KA, BT IR, & M1 Btk SFE TR
4t (QUEChERS) Fisbi®r5 sk
© @7 a7 u N MR TRV A LR M
BE  RMER Hep S B BUSE SBLEAE EMLA B BOsE
Nexera UCH)FiALIE 1@*‘15%*%‘]55‘% AR
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IR VSRR, BRI AH R B0 B . TR R G TR R B (0 4
1g 5Kl g RE, FEAZEDAESIR (B 2). B, MUE 7 aies, BICT
WEEAAT, T H ARG T AR N kR Sidh, TR AR AL, R T IR E
48 MR il R IESE ARSI 73BT o
*  “Mliyazaki Hydro-Protect” %5 3645552 5

1 At

[SFE] Nexera UC SFE System [GC-MS] GCMS-TQ 8040
s . - NV : RXi®-5Sil MS 30 m x<0.25 mm I.D., df
sl (A HIRF CO2 itk B) HEE e

=0.25 um
£ 50 °C (1 min) — (25 °C/min) — 125 °C

R +5 mL/min HER — (10 °C/min)— 300 °C (15 min)
A (8 min (AKX — BN WA - He (fHZR 3 Z LX)
{f;’i/ﬁ%ﬁ 140°C 2k - 47.2 cm/sec
GLES : 15 MPa HEREASE D Togrim (HEFERFE] 1.00 434t)
e Shim-pack VP-ODS (50 mmL %< 4.6 RSN . .
kR mmL.D.. 5 um) = R e : 250 kPa (1.5 min)
VeBiE o PIER/C %= 50/50 (2 mL/min, 2 min)  BEREAATR c1lul
B R 1250 T
BFURIREE 1200 T
5 e : MRM

(RN 103 B

RER T
R BRI RE K FH S I GCIMS AT
FH AR 24 B IR G bR v (bR 4l 24 1) it 120

PL2005 425 GC/MS Mix 1~VI, 7), M .
g100 ol BT
BES BRI FEN 100 nglg, JFUEAT SFE | B | s o w e
g e o ‘0." [} '. .o
DHT. R 1 N RIS & g0 | S :--.‘. P e

® o0 :8 ® o0 e o
BRI RES) 2 mL, JffEH GC- 70 | e TR
MS #EAT 5 #T. [ 4 il GC-MS 43 ® ; . ; : .
F¥ MRM i8], by AT, 301 Fb LogPow
oY EFE] T RIFIE S GERIRE 3 RO

AN AR R ZE% RSD A ZE 10 %) AR IFAIFEIRCR (70~120 %), % 2 N 301 FEsr i
FEEMELLZECR . A RGIEAT 080T, PN R B sh AU R KZ08 30 24,
Tt B TR AL BE 20 R A 1 5
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Z‘ do llL | N t A'rl ! ! 7% o I
JYO 4'0 50 6‘0 150 260 210 20 230 240
4 REKFERURE) GC-MS/MS 4341 MRM {43
F 2 EEMLLENLE
Repeatability Repeatability
Compounds Recovery (%) Compounds Recovery (%)
(%RSD, n=6) (%RSD, n=6)

2-Phenylphenol 3.8 87 Pyributicarb 31 88.1
Acetochlor 5.9 93.1 Pyridaben 31 86.1
Acrinathrin-1 6.8 73.8 Pyridaphenthion 5.4 84.2
Acrinathrin-2 31 100.6 Pyrifenox-(E) 5.9 85.2
Alachlor 3.6 88.7 Pyrifenox-(Z) 7.3 92.9
Allethrin-3,4 5.9 102 Pyrimethanil 6 83.9
Allidochlor 5.3 86.4 Pyrimidifen 4.9 74.2
alpha-BHC 4.6 88.9 Pyriminobac-methyl-(E) 3.9 88.6
alpha-Endosulfan 9.5 98.7 Pyriminobac-methyl-(Z) 5.2 88.6
Ametryn 4.1 86.3 Pyriproxyfen 5.7 92.1
Anilofos 4.7 86.3 Quinalphos 3.3 93.2
Atrazine 4.8 86.7 Quinoxyfen 3.2 87.1
Azaconazole 55 70.5 Quintozene 6 90.3
Azamethiphos 9.9 78.4 Quizalofop-ethyl 3 86.9
Bromopropylate 4.1 90.9 Resmethrin-1 6.2 88.5
Bromuconazole-1 3.7 80.5 Resmethrin-2 33 86.1
Bromuconazole-2 5.3 77.1 Silafluofen 37 88.6
Bupirimate 7.9 86.8 Azinphos-ethyl 53 84.3
Buprofezin 6.6 88.8 Azinphos-methyl 2.7 83.1
Butachlor 6.4 91.6 Benalaxyl 7 84.9
Butafenacil 4.4 90.4 Benfluralin 52 90.1
Butamifos 3.8 90.1 Benfuresate 41 91.5
Butylate 4.6 84.7 Benoxacor 3.2 90.8
Cadusafos 4.1 88.1 beta-BHC 5.3 87.8
Cafenstrole 51 91.1 beta-Endosulfan 6.5 90.7
Captan 9.1 77.6 Bifenox 4.1 84.5
Carbofuran 4.7 83.3 Bifenthrin 33 89.2
Carbophenothion 29 91.5 Biphenyl 35 80.5
Carfentrazone-ethyl 4.1 96.8 Bromobutide 4.6 90.4
Chinomethionat 4.2 82.1 Bromophos 5.4 90.1
Chlomethoxyfen 5.8 89.8 Bromophos-ethyl 6 86.6
Chlorbenside 39 81.1 Diphenamid 5.7 79.3
Chlorbufam 4.2 84.7 Diphenylamine 3.1 91.5
Chlorethoxyfos 4.6 90.3 Disulfoton sulfone 52 85
Chlorfenapyr 75 86.5 Ditalimfos 3.2 90.1
Chlorfenson 7.7 91.4 Dithiopyr 5.1 90.9
Chlorfenvinphos-(E) 44 91.2 Edifenphos 35 95.9
Chlorfenvinphos-(Z) 6.5 88.7 Endosulfan sulfate 6.9 95.4
Chlormephos 3.1 89.6 EPN 3.8 88




Chlorobenzilate
Chloroneb
Chlorothalonil
Chlorpropham
Chlorpyrifos
Chlorpyrifos-methyl
Chlorthiophos-2
Chlorthiophos-3
Chlozolinate
Cinidon-ethyl
Cinmethylin
Clomazone
Clomeprop
Crimidine
Cyanofenphos
Cyanophos
Cyflufenamid
Cyfluthrin-1
Cyfluthrin-2
Cyfluthrin-3
Cyfluthrin-4
Cyhalofop-butyl
Cyhalothrin-1
Cyhalothrin-2
Cypermethrin-1
Cypermethrin-2
Cypermethrin-3
Cypermethrin-4
Cyprodinil
delta-BHC
Deltamethrin-2
Dialifos
Di-allate-1
Di-allate-2
Diazinon
Dichlobenil
Dichlofenthion
Dichlofluanid
Dichlorvos
Diclobutrazol
Diclocymet-1
Diclocymet-2
Diclofop-methyl
Diethofencarb
Difenoconazole-1
Difenoconazole-2
Diflufenican
Dimepiperate
Dimethametryn
Dimethenamid
Dimethipin
Dimethylvinphos-(E)
Dimethylvinphos-(Z)
Diniconazole
Dioxabenzofos
Dioxathion
Dioxathion deg.

Metominostrobin-(E)

3.6

5.3
4.9
6.2
5.1
9.5
2.8
7.8
43
9.9
4.2
3.3

4.7

8.4
51
35
4.9

4.2
9.1
4.5
2.8
3.7
3.7
8.4

2.2
3.7
3.2
25
4.7
7.8

52
33
3.2
52
43
5.1
44
438
55
52
44
25
6.4
5.4
9.9
45
49
2.3
44
5.4
44
9.6

92
95
87.7
88.5
90.8
90.5
88.4
92.8
82.4
88.8
945
88.6
89.8
80
91.8
91.3
89.6
95.6
94.6
92
90.8
93.4
90.6
94.4
99
96.6
93.2
93.2
80.9
88.2
103.2
91.4
915
92
)
79.8
92.1
87.2
83.9
87
83.4
822
91
83.8
74
72.4
94.3
87.8
84.8
88.8
70.9
86.8
86.1
80.6
915
88.6
86.1
724

Epoxiconazole
EPTC

Esprocarb
Ethalfluralin
Ethion
Ethofumesate
Ethoprophos
Etobenzanid
Etofenprox
Etoxazole
Etridiazole
Etrimfos
Famoxadone
Fenamidone
Fenchlorphos
Fenitrothion
Fenothiocarb
Fenoxanil
Fenoxaprop-ethyl
Fenoxycarb
Fenpropathrin
Fenpropimorph
Fenthion
Fenvalerate-1
Fenvalerate-2
Fipronil
Flamprop-methyl
Fluacrypyrim
Flucythrinate-1
Flucythrinate-2
Flufenpyr-ethyl
Flumiclorac-pentyl
Flumioxazin
Fluguinconazole
Flusilazole
Fluthiacet-methyl
Flutolanil
Fluvalinate-1
Fluvalinate-2
Folpet

Fonofos
Formothion
Fosthiazate-2
Furilazole
gamma-BHC
Halfenprox
Hexaconazole
Indanofan
Indoxacarb
Iprobenfos
Iprodione
Iprodione metabolite
Isazofos
Isocarbophos
Isofenphos
Isofenphos oxon
Isoprocarb

Isoprothiolane

3.7
43
2.7
5.3
3.4
5.7
43
3.8
3.8
8.2
3.8
2.9
5.4
5.7

6.9
5.4
6.2
4.1
6.9
3.7
4.7
3.6
5.2
4.2
8.3
6.6
6.8

37
1.8
5.8
9.4
43
55
3.8
9.6
2.6
2.6
53
3.8
53
9.6
3.3
41
2.3
8.9
7.9
37
4.4
25
31
37
6.6
3.2
5.2
45
7.5

83.9
81.6
90.6
93.3
93.1
91.4
01
86.6
89.7
87.9
85.3
87.9
71.2
70.1
92.1
88.7
88.6
88.2
905
84.4
91.6
76.8
795
88.4
95
86.7
85.7
97
928
95.7
98
91.8
75
81.2
86.8
795
87.8
100
98.6
87.7
91.7
74.4
93.2
92.4
88.7
85.4
85.6
86.5
95.7
89.5
92.7
106.2
94.2
84
89
84.5
86.6
86.1




Metribuzin
Mevinphos-1
Mevinphos-2
Molinate
Myclobutanil
Naled

Nitralin

Nitrofen
Nitrothal-isopropy!l
Oxabetrinil
Oxadiazon
Oxpoconazole
Oxpoconazole-formyl
deg.

Oxyfluorfen
Paclobutrazol
Parathion
Parathion-methyl
Penconazole
Pendimethalin
Pentoxazone
Permethrin-1
Permethrin-2
Phenothrin-1
Phenothrin-2
Phenthoate
Phorate

Phosalone
Phosmet
Phosphamidon-1
Phosphamidon-2
Picolinafen
Piperonyl butoxide
Piperophos
Pirimiphos-methyl
Pretilachlor
Procymidone
Profenofos
Prohydrojasmon-1
Prohydrojasmon-2
Prometryn
Propachlor
Propargite-1
Propargite-2
Propazine
Propiconazole-1
Propiconazole-2
Propoxur
Propyzamide
Prothiofos
Pyraclofos
Pyraclostrobin
Pyraflufen-ethyl
Pyrazophos

Pyrazoxyfen

6.5
9.9

3.8
5.9
6.1
4.5
8.1
24
3.4
3.9
6.4

9.9

8.9
75
6.3
51
4.7
51
4.2
4.8

7.4
25
24
4.1
35
4.2
8.6
6.6

3.8
35
5.7
5.6

5.6
55
8.7

4.4
9.3
9.5

6.7
3.2
5.3
4.2

51
4.7
4.7
4.2
9.4

75.1
92.3
85.4
86
75.7
72.8
94.2
88.9
90.2
91.7
94.7
747

88.9

88.3
72.6
90.1
90.4
85
86.9
95.6
89
88.8
93.1
90.2
91.7
75.9
88.1
84.5
75.8
70.8
90.4
89.2
88.9
90.8
89.8
91.6
94.1
87.7
88.6
86.8
88
101.3
94.5
97.1
89.4
88.3
83.9
81.6
85.5
94.1
93.1
92.7
92.8
91.2

Isoxadifen-ethyl
Isoxathion
Kresoxim-methy!
Leptophos
Malathion
MCPB-ethyl
Mecarbam
Mefenacet
Mefenpyr-diethyl
Mepronil
Metalaxyl

Methacrifos
Methidathion

Methoprene
Methoxychlor
Metolachlor
Simazine
Simeconazole
Simetryn
Spirodiclofen
Sulfotep
Sulprofos
Swep
Tebufenpyrad
Tebupirimfos
Tecnazene
Tefluthrin
Terbucarb
Terbufos
Terbutryn
Tetrachlorvinphos
Tetraconazole
Tetradifon
Tetramethrin-1
Tetramethrin-2
Thenylchlor
Thifluzamide
Thiobencarb
Tolclofos-methyl
Tolfenpyrad
Tolylfluanid
Triadimefon
Triadimenol-1
Tri-allate
Triazophos
Tribufos
Trichlamide
Trifloxystrobin
Trifluralin
Vinclozolin
XMC
Xylylcarb

Zoxamide

6.7

35
3.2
35
8.4
45

42

5.9

45

8.8
31
2.9
5.2
6.1

4.6
3.9
4.8
53
3.6
4.6
31
4.5

3.8
45
3.2
7.8
5.9
6.9
43
35
5.9
35
3.9
3.6
5.8
37
6.2
5.3
4.7
6.2
5.2
5.9
3.2
4.2
3.9
45
3.6

90.5
93.2
89.7
93.3
93
90.3
97.6
75.1
90.4
79.5
86.6
92.3

86

109.6
90.6
91.1
74.9
79.1
741
94.1
92.9
745
83.6
88.8
89.4
89.5
90.1
87.6
77.9

86
93
84.3
89.5
93.8
90.9
87.3
84.6
85.6
90.6
81
91.1
88.3
70.8
91.2
89.9
90.6
85.3
90.7
925
89.6
86.5
85.3
82.6
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—. PR

AL E D50 1 B A X BRI S 1
WIAEAE, (82 REE BB R, A 24
T [ 9 ot ST A4 S AR A, SORR DR Xt B S A4
I, A EDRX PR 2 Tt Tk
72 ARG — i s R, ¥ A A )

FAD i B OB SE A T

T TYEFMAR G miR) fE250 SRR, #Egeit, CmaHhas
30%~40%; & HA TR R TPV R AR 2 1845 VF 2 AH R B BRAG IR T, ks
R~ VIR R AEM RSB AL S NSRS, (EARA — SSBRAR R 5T [A) A A K IR 22
5t WOLTE. AR 5PV B AR AR, Rl 2 5N
R OIAR I A S NI, BRI ) PR AR ORI . B RS P ) 31 P 11
TS SE DL R 57 00 1 B ORI 23 B A AT 9T, 6 N SR UF R AN AT BRI KR
X

X SRR AR (R S IRR 2 AN T, TG — S SN e A K — X Ak
0T AEZ BONAF RS RIS, FONIME AR 7, SRR TR . S
JHEFE AR —FGRARORE, WS, I B It
WA, BEEZE O, SO, SRR, BRI BAE K
5. Him A G (SFC) HAM M. M. 5 TGRS, 2
RN RO B3 (HPLC) KA (GCO HNAMA RN/ 773, HHXFEE
&, I SR A DR L B AT RS R, B AT AR SR o B I SRR 1 T
Vo 18 75 33 B TR E AVE A ARSI AR A 7R, FL A i A e B R
H AR T HPLC A1 GC HF-PE [ E #H A mT T SFC 47>«

Nexera UC R4 i) F 1Lk R gt L AT SR prdtit, LA
TR B shiz] 4 FotERNEE LR & ki 12 R D18 5 15
FAES > TAFAAT 0 5 R

AR A ] Nexera UC PR IE RGEAT IS VR 2 A RO T
i RS TAE T sS4
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Nexera UC FH:FiE RGEF MW B F M4 B 3L IR A

FE OGEENE (T VB 4y T W B A FREK . 2SRRI CE 7 2 HE S
DAAE I % vk B F AL, HPLC N, (HIZFK, {6 I 5 7k e ik
(Supercritical Fluid Chromatography: SFC) #4743 #T 177k H 238 . J8id SFC ykxt Fik
WA PIRAT AT, B AR M (RS . =P BRI R A E NI s A,
ISR LI (SOERD SRR AR . HPLC b, IEARRAR SRR i &
PR H 53 B AN i 43 AT, B RS I AT HLI R A B &, DRI 3 B AR FIFR B B per (1Ko HL
i&, i SFC & FHAL SN, W5 ERR B ML), Bl 2SR E A M
I E] . ASCHE) Nexera UC FIHEfi% RGL AL i 2 V) 12 M OIEAEAN 4 FholoE 7R f
BRG], AZRREZ M B, MRIEEE S & T i Rk

R4#H: NexeraUC FHEifsy ik H3MLAL

FHMIE RGN 5B %4
ARSI DA B R MR (B 1, T 12 H
N 9
MR 20 2 4 K 2B 43 () CHIRALPAK® . - /@[,)—s N—
‘ "0 N \ /) —CHs
CHIRALCEL® R A ikt . 524 I it R 540 o T
3 i 3
BT RS BNV E . 5EA AR 1 B
RIJHER) NexeraUC FH:Aiiik KRG &4 H, fe
2% IR BB AR FE 0 B M 26 AN, ARSLIG TR Al . OB K OIS )
RGN 3 MEmE SR R 1 B %M. BATRE SR (3 MO 5l (12
O I 36 MdlE, IRAIRR TE T TS BT,
£ 1 Wi

i i ¥ : CHIRALPAK®, CHIRALCEL® Series 100 mm L. x 3.0 mm L.D., 3 pm
ik 5l Moo A-ERIRS CO2 i
B-tth7): WEE, 8. ZBSIZERIREER (31 (viv)

1 £ F : B Conc. 20% (0-8 min) — 40% (8-10 min) — 20%(10 - 14 min)
i o : 3mL/min

L5 m . 40T

b7 = S N S TI 9

HEMWHRES 10 MPa

(o | W b THERESRIEE (Max Plot 210 - 400 nm)
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Method
Suse Metnoa Fle. CULMSAAS@DIINSSUSS Base_Teaikn
v
983
L =] T
ves v T
. = o - ™
s g SarcieHima t
7lwmor b —
Data =
Aoprax . * = Data Foider CUsbSeARarsOutrETORCt] oom
3 =
71403 Pisnane 2 =
(Cony_(Puns8l_ini Conz | Fnsanc)
Fieon Tetw iy Vol e _(Colnn)_Puns8_3 L
Approx - ass Gradient
~ @ = or 14.00 o
7] ACHeEH @ 7 av3 8.Conciti
|
. w0 —
- =y ;
—— —a ——
V1083
e | g —] 1
gt 1
023 :
o T 200 | aos ™A
g —=a— | om0 a0 o

2 Nexera UC F Method Scouting Solution )35 {F 71

I SR AL B S e i T 3 B 2R

Kl 3 A 12 MRFPEOIEE PR OB AR 256 SRR G R =P e e 4T 4y
BOIN AR 36 Aoy Be g R . T A, BSERIMELECR B IR 1] 8 73 DA ASIN 2 15 A e 8 73
BT AR i, B 4 il AT B A 2 8 7 B A A R SR R . AR
¥ B P B EER BIbRE ORI HT A 1.5) LR, JExt o BT HET . 47
ERrik, 78 SFC FHAE T, (£ NexeraUC FMEfiE RGudk4T B shfifh, v LA
7T S LR OE Y (TR T &

BEIE Bl I ' l cl' 4| i ]} Al ] B T } o ic i D
| : 1| . 11
EJ| Fl | ao| ] As IE || 3 L el 3 [ a3 AS
E ‘\ VT N ’
T av i'[ oD ‘ os]]: Ir oz
;_.,,_.,___ci L] s J3
~_; BREAR B

CHIRALPAK" 1A-3/SFC (IA)

Amylose tris (3, 5-dimethylphenylcarbamate)

CHIRALPAK' 1B-3/SFC (IB)

Cellulose tris (3, 5-dimethylph:

CHIRALPAK" 1C-3/SFC (IC)

Cellulose tris (3, 5-dichlorophenylcarbamate)

CHIRALPAK" ID-3/SFC (ID)

Amylose tris (3-cl arbamate)

CHIRALPAK' IE-3/SFC (IE)

Amylose tris (3, 5-dichl

CHIRALPAK" IF-3/SFC (IF)

Amylose tris (3-chloro-4

CHIRALPAK" AD-3/SFC (AD)

Amylose tris (3, 5-dimethylphenylcarbamate)

CHIRALPAK AS-3/SFC (AS)

Amylose tris [(S)- a -methylbenzylcarbamate]

CHIRALPAK™ AY-3/SFC (AY)

Amylose tris (5-chloro-2-methylphenylcarbamate)

CHIRALCEL" OD-3/SFC (OD)

Cellulose tris (3,5-dimethylphenylcarbamate)

CHIRALCEL" 0J-3/SFC (0J)

Cellulose tris (4-methylbenzoate)

CHIRALCEL" OZ-3/SFC(0Z)

Cellulose tris (3-chloro-4-methylphenylcarbamate)

3 A 12 MMFIECOIEFES 3 R R AT 70 B Ll
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: S factor | Retention factor Areak Peak

Riokicie Run No. Analytical Condition Resolution Separatoin factor 2 [P [ Poak? | Peaki [ P | number

1 32 Omeprazole_OZ-3 MeOH_20_40 7.065 .92 1.16 159 .583 | 12.644 | 49.829 | 50.17

2 17 Omeprazole IC-3 MeOH_20_40 .587 .60: .387 | 1.274 .078 | 12.937 | 49.971 | 50.02

3 16 Omeprazole IC-3 EtOH 20_4 .382 .63 15 | 1. .617 | 14.124 | 49.984 | 50.0

4 31 Omeprazole_OZ-3_EtOH_20_40 .377 .59 169 162 229 | 11.561 | 49.77 0.22

5 1 Omeprazole_AD-3_EtOH 20 40 .996 .50 257 4404 | 8.779 | 13.25 | 50.054 | 49.94

6 8 Omeprazole_AY-3 MeOH_20_40 3.55 2.08 178 145 | 3.652 | 7.597 | 49.974 0.026

7 11 Omeprazole IA-3 MeOH_20_40 .428 .523 464 .31 7.435 | 11.327 | 49.97 0.027

8 4 Omeprazole AS-3 EtOH 20 40 2.515 .673 .657 .51 1.244 | 2.081 | 49.754 | 50.246

9 10 Omeprazole IA-3 EtOH 20 _40 .586 157 .322 279 | 7.115 | 8.234 | 49.347 | 50.653
BT TR R T T g e T TR BT TR,

sico)

s

2

b1

—

&
A1)

1)

o ) 75
TS R R e

I MR MR MEREG] B

Poakd | Ret. Time | Ares | Heieht | Resolution{USP) | Tolline | [ |
T 1e8 BT | s 110 555
Foca | 200aes | 331080 7568 | 1156 2644 |

= O DL —

[T ]\nt 210-490am / ]«

W SE e TE Y N DYV Te

g

W%

Poskd | Ret_Time | Arcs | Heicht | Resoltion(USP) | Tailing F
T T =

Uo7 | 2536205 | AHTT

5
El
3.

AFaHE (PR ByEthl e pr BRI A L (GADC) ST L-495 HhiFfiel’s

b B

it k. CHIRALCEL 0OZ-3/SFC

T
9 A A

itk  CHIRALPAK 1C-3/SFC

R R

AL B A
itk CHIRALPAK

A LB

K 4 5BV S5 SR AN IS T B R T 3 (it 1
*CHIRALPAK®. CHIRALCEL®A#k et K ZERR M A o
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Nexera UC SFC FE4R 24 [ A B 11 24 R 37 40 1 i B2 FH

T AL i Nexera UC SFC-UV R GUx MRS YA AR EAT IR 7y . B 52 T (il

(RN G RN

R E LR 30 o BRI, SRAG R B AR AT

=421 Nexera UC SFC RMEEE 24524 ot 147 2>

B TR 2R 1A 22 2500 AR AE AR ) ik
P2 B 1 | AR R R R VA AE 35
5. MTFIEY, — A REaTaEA
Ry, A R R R L R R
T AT TP O E bR 2
MR EET M —.

B L Ak 4t (Supercritical Fluid
Chromatography, SFC) J& LR I A1k A 3=
FERBNAH, AN SR AN — 0T
B = TR SAH (T B s o B R . I 5t
AR AR B . ey B A s il e S5
s A3 SFC i A Pl &% i

TG B A — o R i R AR B R, BT
1. L&

1.1 X388 Nexera UC SFC-UV %t

XK SN R I T A B iR VR, T B
[t 55 L2 LA 1A P 1 A 3285 A6 PR 08 i A
JERE B — AP, B X

R AR (B Ci
1), Sk >§N©
Hox A N OH
M
PO =
YR ZER, B 1 RMEE R
5 5 28—
7 4] PR F 0 B

A A F 573 Nexera UC SFC-UV
REGT, R MERE IR A A A BEAT 43 8
HEE TR M AR R AR 4y
BRI

HAKBLE N: LC-30ADse (CO #iiiZ%), LC-30AD (Hiiii%e), DGU-20A5+DGU-20A3 (7
LR M SHL), SIL-30AC (HBIHEFESS), CTO-20AC (HEIRAH), SFC-30A (¥R #I0),
SPD-M20A CE4MaMIES), CBM-20A (RZi4%Hi#%), LabSolutions Ver 5.81 (&3 TAEuk).
12 FfE R

FRE— 52 S IR N SN, B 75 2 SE VAR, SF ] 0.45 um (1) PTFE 4130888 1 843
3 2 mg/mL ) PRBERE SR, BT

2. ZREWR

2.1 BIEHERL X 4 B R

FHEVR 7, ISR BNER -y HEL, LIS %L T Daicel 1 6 FEA AL FHE
B pERE 1A-3, IC-3. ID-3. 1E-3. IF-3. 1G-3, AN 4.6 mm 1.D.x150 mm L., 3
um. 7E scCO.-MeOH. scCO2-EtOH. scCO2-IPA 14 2 i R MR AY: S 33047 20 Hr
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[ P160863L-001-E ‘PDA Chromatogram g.

mAl (x1,000)

100] IA-3
] EtOH
0.75]
U.E-El—f
0.2E—f
D.DU—: %‘
. g
05 25 min

[ P160863L-001-E ‘PDA Chromatogram %

mAU(x1,000)

1007 Ic-3|
; EtOH

0.75]

u.su—f

u.zs—f

U.UU—: %
4 : @
05 25 min

[ P160863L-001-E ‘PDA Chromatogram g.

mAlix1,000)

1001 ID-3|
] EtOH
0.75]
u.su—f
u.zs—f
D.UD—: %‘
. a
0.5 25 min

[ P160853L-001-E ‘PDA Chromatogram %

mAl(x1,000)

100] IE-3
; EtOH

0.754

0.50—:

0.25—_

U.UU—: %
4 : e
0.5 25 min

[ P160863L-001-E ‘PDA Chromatogram %

mAl(x1,000)

1001 IF-3
; EtOH
0.75]
u.su—f
u.zs—f
U.UU—: %
. g
05 25 min

[ P160863L-001-E ‘PDA Chromategram g.

maAl(x1,000)

104 163
] EtOH

075

u.su—f

u.zsé

u.nn—f—.-—-—u—-—-r-—- E:l
| g

T
0.5 25 min

M P180853L-001-IPLPDA Chromatogram g.

mAU(x1,000)

: s
100 IA-3
] IPA
0.75]
0.50
0.25]
e %
: =
0.5 25 min

M P180883L-001-IP:PDA Chromategram %

mAU(x1,000)

1.00

0.75]

IC-3
IPA
n.sn—f
n.zsé
u.uu—;‘JF %
1 =

05 25 min

M P180883L-001-IPtPDA Chromategram 3_

mAU(x1,000)

] -
oy ID-3
] IPA
0.75]
050
0.25]
B %
: =
0.5 25 min

M P160883L-001-IPtPDA Chromatogram 3‘

mAU(x1,000)

4 s
i IE-3

] IPA
0.7
0.504
0.25

u.uu—;»—r;—\ %
1 =1

05 25 min

™ P180883L-001-IP:PDA Chromategram %

mAU(x1,000)

] A
oy IF-3

] IPA
0.75]
050
0.25]

u.uu—;w—)\; %
1 =
05 25 min

M P1808583L-001-IPtPDA Chromategram &_

mAUx1,000)

] ’
g IG-3

] IPA
0.75
050
0.25]

u.uu—;%_L %
1 =1
05 25 min

[ P160863L-001-M PDA Chromatogram 8.

mAU (1,000}

1.00] IA-3 ]
] MeOH

0.75

0.50

0.25]

0.004 al
_ | d
0.5 25 min

[ P160863L-001-M PDA Chromatogram %

mAU(x1,000)

1.00] IC-3 N
] MeOH
0.75]

0.50

0.25]

0.004 al
; 8
0.5 25  min

[ P160863L-001-M PDA Chromatogram 8.

mAUx1,000)

1.00—5 ID-3 i
] MeOH

0.75]

u.su—f

0.25%

n.un—f E:l
| 3
05 25 min

[ P1608563L-001-M PDA Chromatogram 8‘

mAUx1,000)

1.00 IE-3 N
] MeOH

0.75+

050

0.25+

0.004 a
: | 4
0.5 25 min

| P1608563L-001-M PDA Chromategram %

mAU(1,000)

100; IF-3)
] MeOH

0.7

u.sn—f

u.zs—f

n.nn—f (;1
| g
05 25 min

[ P160863L-001-M PDA Chromatogram 8.

mAU (1,000}

1.00—5 1G-3 N
] MeOH

07

u.s.u-f

u.zsé

-
| g
05 25 min

K2 6FEa T O A0, 57 A O AR N 1 70 B R LR R (214 nm)
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H1 b AT, A5 o S5 A AT DA e P AR IS AR DA 2% A ] 5 AR R B AN, X EE 6
FIEB EAR I, 1E-3 BUAE ZREAT F AT 9 el PR AR 24 R B R4 (VT AN 7y B
2.2 BRI 2 B I

FHEVIF R 70, SR AR SR EL 2 m SR T [ e A o JEFRAE 2.1 B R PRI
KU Daicel 1E-3 M ZRFHUIEF, 25504 LU LB 70 BERIRE R . 45 SR 208
VEFR BRI EL BT, A it B OR B I TRDE A RN 2 B RE RS OR (LK 3D, LR BB I8 4R, ik
B LR SAEFIR A LBy 10%.

50!V(400.000)
4.0+ ““\
304 “ ‘\ I\
[ N
201 A | 15%
wi J\__J\ I\ 10%
00 SN J 5%
B3 AN B A et 7] 2 B s %o B
2.3 FEIRX 4 B I

PR A PO BE T DA CC S e S0 R PR P58 AT X 3 8877 A R i o AR S 58 7 R )
779 40°C . 35°CAI 30°CR 73 = RSN, 45 2R 7= O B I 1) A1 73 25 F52 243 56 2 T P8 A v T ik
/N, T 2 BEAE I AR R T R R RS, RS R (L 4).

uV(x100,000)

1.0+ Vfb\

o e
4 AR T 25RO L

2.4 5 Xt 4 B R

AL T E 4519 10 MPay 15 MPa. 20 MPa fll 25 MPa 43 5 ise i, 4550 Eos
B R ROBE N, ARG AR R, YERE it oR, RIUN GG LR B /N, 62
IRFT o

uV(x100,000)
8.0

7.04

6.0+

5.04

4.0]

3.0

2.0

1.04

0.0

K5 ANEH R 2 B R L]
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GAEBIEBEE TR, IS I ERER, AR T &R
SFC il AF
i ChiralPak IE-3 4.6 mm 1.D.x150 mm L., 3um
AN scCO2/ Z§¥=90/10

iiRud 2 mL/min
ERl 35C
Bl 214 nm
HE 10 MPa
R 3uL

: for

T I L N R R T
0.0 05 10 15 20 25 30 35 40 45 50 55 min

6 T S MR, 47 40 16 0 )
3. &%

ASCAEF 5 Nexera UC SFC-UV 2 Gk MR ¥ 4 N e S M A PRI 5 20 2 Mok A1 i
T 70T AL T ElE A ORISR el ARIR . WIRSESAL SRS T IR SR
IR MR BT SFC T RATRE. M. mo @Sy, EREAETIERD
TR T RE N T

KGRI AW TAEEAR (L) AIRAF SRR
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Nexera UC SFC 7E 2-F3E-1,2,3,4- I S5 Tk 2 44 44 B P 3% 20+ ) R

. A0l & Nexera UC SFC-UV R Gixt 2-F13E-1,2,3,4- 0 S s Ik i A 53 K 42 3047

Poor. FHHE T O Sk,

TR E R S5 B s . 45 R B DAICEL 0J-3 1

R e A R A SOV TR B D AN SRR AR 4 TR, 4 B B TIA 2,97,
4R : Nexera UC SFC 2-F3E-1,2,3,4-PUSUEmR FPEHR 4>

B I PR Ak @it (Supercritical Fluid
Chromatography, SFC) /& LU I ik A 3=
LESiTk) S 11557 5] VX & =R ) il )
B = TR SAH (T B s o B R . I 5t
AR BRI L md B AT v v A S e
Mo 515 SFC T BAHRIE. =R @

2-W3-1,2,34- DU A EMFEAL 2 BT
ZHINIH], — 07 EAE S TAERCAR, FEASS R
SR P BIERAS moe s i AL S

WK ER, HEHT IR R, T
eI R R 1

H
1 2-H3E-1,2,3,4- PO S bk gt 4 2
AR SCAEFH 1 Nexera UC SFC-UV R4,
St 2-F5E-1,2,3,4- U S 1 A S A4 Ak
ATOr B, T O, SR, AR KR
JIxE 4y BRI o

— 7T, VERNGHIRNRT, 5 AER
1. SER%4F

1.1 {28 Nexera UC SFC-UV R4t
HAKKCE A LC-30ADsr (CO2 %% ), LC-30AD (4% ), DGU-20A5+DGU-20A3 (7
LRSI, SIL-30AC (HBhHEFERS), CTO-20AC (F:IEAH), SFC-30A (5 EiAI I,
SPD-M20A ( A FEFKGIIES ), CBM-20A (& %5188, LabSolutions Ver5.81 (i T.
(DN
12 FfE R

FREL— 5 & 2-H135-1,2,3,4-DU A ek LA L i, JFH 0.45 pm FSE7K PTRE F QIS
REUEAF ] 7 mg/mL ) 2-F1 3E-1,2,3 4-PU S MR ERvA L, ENLOMT

2. ZREWR

2.1 B EURET 4 B R R

FHEVR Y7, BRI AER Ty B2, St % T Daicel 1) 6 FIREHNFHE
i AD-3. AS-3. AY-3. OD-3. 0J-3. 0Z-3, FrHIk&% A 4.6 mm 1.D.x150 mm L., 3
um. 7E scCO2-MeOH. scCO,-EtOH. scCO,-IPA & R ikt 2-F1%-1,2,3,4- VU Sk RE Sl 3R AT
oy, SRR 03-3 RILH TR kBt A 7 B he 1 (LK 3D,

18



M| DA1505048-001-PDA Chromatogram %

mAl(x1,000)

L
=

AD-3
EtOH

= o M M
= tn = th

I W N e e

=
tn

wlfhnnn
DiE 4

10 20 min

[ DA1506048-001-PDA Chromategram %

mAl(x1,000)

w
=

AS-3
EtOH

- - (X1 (X1
= n = wn

I W W AN TN |

=1
tn

A

10 20 min

=1
t=1

DlE

| DA1506048-001-PDA Chromatogram %

mAU(x1,000)

o
=

AY-3
EtOH

- - (X1 (X1
= tn = wn

I W W AN TN |

=1
tn

T
iDiE

10 20 min

| DA1506048-001-PDA Chromatogram (3.

mAU(x1,000)

3.0 -

2.5—5 OD-3
] EtOH

2.0

1.5%

1.u—f
T
. T T a

1.0 20 min

| DA1506048-001-PDA Chromatogram &_

mAL(x1,000)

L
=

0J-3
EtOH

= = (X1 (X1
= en = &

I TS T P N

=1
en

Wfhnnn
DI 4

10 20 min

M= DA1506048-001- PDA Chromatogram %

mAU{x1,000)

L
=1

0z-3
EtOH

- - P P
=1 tn =1 tn

1o s Do Ten o Tovnn bian vl

=
tn

lw

=
(=1

DiE 4

10 20 min

M| DA1505048-001-P0DA Chromatogram

it

mAlU(x1,000)

-
=

AD-3
IPA

= = = M M
in =1 tn = o
P WA W W N WA TN R |

=]
=

:‘
=
1!0 2!0 min

| DA1506048-001- PO Chromategram

80

mAl(x1,000)

o
=

AS-3
IPA

- - (X1 (X1
= tn = wn

(N I W AN AN W |

=1
in

=1
t=1

:‘
=
1!0 2!0 min

| DA1506048-001- P04 Chromatogram

[t

mAU(x1,000)

o
=

AY-3
IPA

= = e M M
n = wn = o
NN W W W T N |

=]
=

:‘
=
1!0 Z!U min

| DA1506048-001- PDA Chromatogram

et

mAU(x1,000)

w
=

OD-3
IPA

= = e M M
tn = tn 1= tn
caa b D Ten e T bia vl

e
=

:‘
=
1!0 2!0 min

| DA1506048-001- PDA Chromatogram

et

mAU(x1,000)

L
=

0J-3
IPA

= = (X1 (X1
= en = &

I N RS T N S|

=1
&n

=1
=

:‘
=
1!0 2!0 min

M| DA1506048-001- PDA Chromatogram

et

mAU{x1,000)

L
=1

0z-3
IPA

- - P P
=1 tn =1 tn

I N TS T T S|

=
in

I %
=
10 20 min

=
(=1

M| DA1505048-001-P0DA Chromatogram %

mAlU(x1,000)

o
=

AD-3
MeOH

= o M M
= tn = th

P WA WA W A A R |

=]
n

=]
=

DiE 1

min

| DA1506048-001- PO Chromategram %

mAl(x1,000)

3.0 -
25 AS-3
3 MeOH
2.0
1.5%
1.u—f
051 !
I
U.U_—a_‘ T T E‘
1.0 2.0 min

| DA1506048-001- P04 Chromatogram %

mAU(x1,000)

w
=

AY-3
MeOH

- - P (X1
= tn = wn

hnnnilnnnnilnanailnan it nnolthoaal)

=]
n

iDlE

1.0 2.0 min

| DA1506048-001- PDA Chromatogram (3.

mAU(x1,000)

w
=

OD-3
MeOH

= = (X (X1
= en = tn

caa b Do T T bia ol

o
en

g

e
=

1.0 2.0 min

| DA1506048-001- PDA Chromatogram &_

mAU(x1,000)

L
=

0J-3
MeOH

= = (X (X1
= en = &

| N ST F T e S|

=1
&n

W
D@ 1

10 20 min

M| DA1506048-001- PDA Chromatogram %

mAU{x1,000)

L
=1

0zZ-3
MeOH

- - P P
=1 tn (=] tn

caa s Do Ten o Tovan bian ol

=
in

DiE 1

=
(=1

min

B2 6 FhiRA M T il Aol UL AR . S PO AN FRRE DN SO RN 20 B ORI (254 nm)
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2.2 BT 43 B I

FHEVIF R, SUEFI AR SR LRI AR K. AR5 1 4 Daicel OJ-3 it
b 3 R T SRR N, LA E B B TR B . S5 REOR TR LRF
AN P IEXS P S R A RO B AT 7 B PR REAR 21, ELX P A S A (A ) B P e 0 AR Dt 5iz, {EL
TP B EA N (LB 3D SRS 70 B BORELT (1 Y I EAT SO 77 LE AP0 7 B 5 SR 10 25
22, U SRR R R A0 IR i ) R B I (RS R 2 B PR R (L 4)

WV(x100,000)
35
304
25
204
157
107 S
05 no LB
N — ]
\
0,0—;\/\\/_,_ H g
- ———————————}
00 05 10 15 20 25 30 35 40 45 min

1 3 RIS B U4 B R LB (254 nm)

\ ““ BV,[\ 10%
[\ I A A 8%

= SRS U | S—| - 5

] 2%

e s B B e B B B ey B B T s B B B B B Sy I B By B
0.0 0.5 1.0 15 2.0 2.5 3.0 3.5 4.0 4.5 5.0 5.5 min

4 AR ECI AR 9 e R 2 B ARCR KT LE I (254 nm)

2.3 B EX 4B R

AR e AT DA e AR R I I R ARG P TN 20 B A i . AR SCE 52 T R4 A 10
MPa. 15 MPa. 20 MPa #1125 Mpa % 73 55 [R50, 285 5L 27 fr B I (8]0 23 25 FE 241 Bt 45 1 T
g N CILEL5).

V(x1,000,000)
1.50+
1.25+
1.00] I
|1
0.751 “ |
[ [\ [\ 25 MPa
0.50 - J ‘\\ f \ 20 MPa
0.25] ‘ [l 15 MPa
0.0 ] \_] 10 MPa
0.‘0 Y 0.‘5 T 1.‘0 T 1.‘5 Y 2.‘0 T 2.‘5 T 3‘0 Y 3.‘5 Y 4.‘0 T 4.‘5 o ‘mir“l

5 ANETEE T BRI E (254 nm)

FIE B BT TN R R ISR, RAHE S A AR
SFC it % AF
t % # CHIRALCELOJ-3 4.6 mm I.D.<150 mm L., 3um
WM E M scCOo/FHE=95/5
M 2mL/min
20



F i 35T
e 254 nm
= & 10 MPa
B FE & 1lul
R IR AT IR, 45 R 6 Fias, 2-F3E-1,2,3,4- DU S0 IR S S A 44 1) 49
BN 2.97,

mAU
1@54nm,4nm

700

k’=3.48 k’=4.01
Rs=2.97

600
500
400
300
200
100

o

[ S e B R B B B B B By By B B Y s
0.0 0.5 10 15 20 25 3.0 35 4.0 45 min

6 Al E AT T 2-F13E-1,2,3,4- DU SR AT i 45 20 1 €1 1

3. &%

AR SCA# B3t Nexera UC SFC-UV R 4Gi5T 2-F %k-1,2,3,4- U S0 IR P 19 A K B S e 2 £
WD SEFAEAT TR AL T B8 SRR R ], WIS H, BRAWAL T
ANKT BRI R L % F. T SFC Zr T A PUHE . & o SR, (A HTE
FYEHR S 7T TR S T 5

ARG RIEMAYTEER (EilfE) AIRAFGIEER

21



Nexera UC SFC-PDA Fl TF R G HFAZFH s 75

W B ARSI {d i Nexera UC SFC-PDA RGN T FH AR 2 RIE TR B IIF 0 7 ik
HERT A COEFIFP R R ] R TR R O U R B A g B R . 45
B RTINS R) 4y B R, e i 44441, DAICEL Chiralpak ID-3 % 4E (3 mm
1.D.x<150 mm L., 3um), ZEEAE R, Hofl 2955 BEGER, i 2.0 mL/min, €4 kiR B
32°C, Bk 10MPa. Zpirgs iR, HUILESNE S M R XTBAR 7 B ATE 2,19, Jr#rin
[A/4Y 7 4 min.

S4#iF:  Nexera UC SFC-PDA F&k 25 a2l

FILHE R — A m R G R RR AR 2R e SRR, RO B BEAACRAER], X
VEWp 224, BRI, 2 R T i6 . SEESA B S A 2 DTG, BA R
A, B4 A asp SR Al A . I\ 1994 4F 2 A B RIS H B i U A B 2 AN s R ) S
i, RO L1 SRR IR G . IR ISR AR, 20, IR A S A AR
FIEEYIR > T, FHER A HENIZ LR N BA A BRI S , 7] DULE & Fh A5 4044 1)
AR MR, IWTIFER B R REME. AR A BRARARI s 2 7RI
S IR R A 6 1 22 e

B G 7 A AR B AR . S A E SR R A R I S A4 €4 3 (Supercritical Fluid
Chromatogram, SFC)HT-F 1AL GRSy, T LSRG AT (0 AR, IF H 5 Zai e
IEA S, BA MR ORI . A SCR A B NexeraUC SFC #4t, @32 T
TR RN E S BN 2 T, SINERA B HTdE TR 5 T SR
1. SLhs%

1.1 X3¢ NexeraUC R4

HAHEE A: LC-30ADsr (CO, %), LC-20ADxr CHIViZE, & LPGE {RIEHAE Ll DD,
LC-20ADxr (KMEHIILZE ), DGU-20As (FEZMi <L), SIL-30AC (HZh#EF:#), CTO-
20AC (F:IRAED, SFC-30A (I EE™TTH.IC), CBM-20A (RGi#xH4), SPD-M20A (%
EREFIFINES ), LabSolutions Ver5.86 (ffuilh T4,

1.2 SFC i %Ak

t 3% # . DAICEL Chiralpak ID-3 3 mm I.D.x150 mm L., 3 um
W M . AscCOz B-EtOH
Ao AW & 2.0 mL/min

¥ wo: 32C

H £ : 10 MPa

W o7 R ZHEVE, 2%B 4 min
1.3 HWH9HH
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N
o
)\)L cr ©
Y o "y
NH
E
Cl
F

F
N
.
M & °
H (e)
NH
E
cl
E

E

EREE Y e e
2. BREW®

2.1 BibHEERE

AR VARG X T DAICEL Chiralpak IC-3 (3 mm 1.D.><150 mm L., 3 um) A1 Chiralpak ID-
3 (3mm 1.D.x150 mm L., 3 um) Pk i, fEMHFZAET, 1D-3 (il ion i+
VERFEPE. SR & 3 Fr.

mAU

15.0
12.54
10.0

7.5+

12
5.0

ZiwﬂbW

L Sy B By B 25 B B B By Sy B
0.0 1.0 20 3.0 4.0 5.0 6.0 min

5.0 1 2

2.5+

0.07MM

T B B B B B B L L B S B B B By By
0.0 0.5 1.0 15 20 25 3.0 35 4.0 min

B 2. 1C-3 1 1D-3 (il FEAEAH [F] 5% 4 T % U FAG TR T HEXT A (L0 2) 14y B3R
2.2 HEFRIFEN FIRE SR B AL AR TR Em (P, 28, 28
AAREE G FRIF 70 A H 41 Chiralpak ID-3 (1D-3 3 mm 1.D.x<150 mm L., 3 um) A ifif:

23



BEAT SRS, BEET MR W, OB, SN RIEEE N AR s . SRR
AHEE OB SRS RIEF AR AR S Al R SARESE IR AT 5385, Rs>1.5. i LB
SER P HTI TRIBEAE, R . S9RUWTTR 1R,

R L ORI S U B L AR SR AR IR 23 15

PR k1 k2 o Rs
HH 6.93 8.13 1.17 2.69
L 2.68 3.05 1.14 2.31
i) 2.76 321 1.16 2.34

2.3 DM EO A o) SRR B T R A 43 B P R
T I LLBILE 0%, 2%, 5%, 10%%MF T, SIEHME A S fI R 155
JEo SERINNE 2 Fia, SHEFIEGA 2900 BEFRAF BI04 B .
2 2 BT FLL AT 45 25 P ) 5

BRI
A A1 91(9%) Rs('T'#) Rs (L) RS(Z,15)
0 I* / /
2 2.69 2.31 234
5 151 115 0.43
10 0.17

VE: /o 15 min REEHHSR; -0 RIRE

2.4 WIEN 53 B IR
WHE 1 mU/min. 1.5 mL/min. 2 mL/min =08, AR SR T4 S,
SRR R 3 B . RN, AR TR, R TSR T P AN R LA I 4 B R B R R
PR
22 3. VLHH 4 B FE I

BV HES Rs(H ) Rs (Z.F) Rs(Z. %)
P& (mL/min)
1 2.69 2.31 2.34
15 217 2.25 215
2 1.99 2.19 2.09

2.5 BEEX 5B R0
WHE 30C. 35C. 40C="He, FHEAFREE TR, SRR 4APR. R
R 80 S T A T AR 43 B8 B I 5N
% 4. IR B I

JHE 2 K
O HAERIRIR Rs(H ) Rs (Z.) Rs(Z.H)
32 1.56 231 2.34
35 1.54 2.44 2.19
40 1.67 2.57 2.34

24



2.6 HEXSE BRI
WE 10 MPa. 12MPa. 15MPa =AMk, HEAFEEE TR, S4RNTERS A
7No fE10-15 MPa Z[al, HHEFmE, 7 EEE FREHR.
5. B EX B ERR N

BAGERAIELES

S MPa) Rs(FF i) Rs (L) Rs(Z. /1)
10 2.17 2.31 2.34
12 2.07 1.92 2.00
15 1.57 1.65 1.64

2.7 BAES B KM

LA HIE B Sk, 15 A B2 F: DAICEL Chiralpak ID-3 {4 i544:(3
mm 1.D.x150 mm L., 3 um), ZEEAEASMER], Lo 29%55 FESEE, Ak 2.0 mL/min,
FERZ 32°C, M 10 MPa. fEffE BT, 0B Rs=2.19, ZpHrif [A1X 4 min, #
EROyMNTE 0.2 mL Z8%, R 4.

mAU

175

15.0

12.5+

10.0

7.5

5.04

2.5

0.0+

I e
0.0 1.0 2.0 3.0 4.0 5.0 min

3. FUHCE S e A (1 AN 2) SR R o B AR At 1

3. &
ASCATH B3 Nexera UC SFC-PDA RGNS T FHER A HNZF R IR0 7%,
ZOTIRSEEL T PO . e B R R G . ZTER NI RS

25



=\ RAF=YIHT

RIRFWRAEAE T B IR bl A= S a4
VR E AR ) T AR AR Y ) &SR G, H
HARFA MRS [F] 1) 2 RN 25 3 5 AW 2
AR SR EE AR % 5 o N2 R AR
R BRI S TR, RIS
REpRf 22 BB RN B ATINE,
FEA 24 A0 25 Dh RO N A3 B B AR o B
RO MR 25 BH B H R, T 2
R S BB SR A AT T, X ke A SRR 1 — 5 =R AR Y
U BT B

XS RAR = A R, ASFEINIIRE I 2 B E AR O BT K, BKZESR 7%
T RETR. URZETE . AAUERIZEEG B2, B . PR
CO2 ZEHU 3 B HIAR BN RIR =W ZE A 73 B B U 2 — o« BT RAR=W 003 1k
F 53R 2 55 ARORT AR L e RURR, T0 EL S BA B R K 22 (RN 2R B AR 36 5 DI AE %, AT
RN Gy B IR T« PRI LK 43 BV 0T 7= 4 v Jo R N A4 A R ) 2 o 17 R I
Ft CO2 ZEHUH A BT I EE A BB IG L4 CO2, JoBE, AN RS Bz ;
AGBE, BEE LA AR, XY= Ay, Wil sk, 5 s~
VI CR B CO B, SRIEFEE, ARG, UL EFFrRr sl {8 I i CO2 FEHH;
RAEFARPA WA ORI BB K 32 5 k. A TG R CO, B A it
W RS BB /NERS, MAHEIESR CO2 /BT AR R
CO2 (A RETE R AR = WA it 1] 25 A1 43 BT w140 S FH 7 ok o 52 281 EE A

AT AU RS R, 2l A 48 By Nexera UC SFC-UV R4/t H 2 F
THARMEER R 1€ R/ HT, SFC-MS K Online-SFE-SFC/UV B H & 4t 37l H T
FBUR L 5 R R E , LA Offline-SFE £ Gt A1 GCMS 1 FH$2 BRI AS: Il 75 25
24 5 e B RIS DU R SR IV
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Nexera UC SFC T HIRFAEM T RBEEN S ES T

B OE: AR B Nexera UC SFC RS T & k1 6 FAR R T 7%,
%7108 ) Shim-pack UC-X SIL 2.1<150 mmL i, H RN, 78 10 204 A 5 aoxt
TR FRESR U & o 1R 43 185, o TR 1 305 6 RG340 B8 R A, £ 1.56-100 mg/L
TR N LR LT, MO R M r 7 0.9993 DL, EEMSAERERE. B m IR ISR
st (14 B R ) AR g TR RRUAF G B 94 i 22 3 J 7E. 0.05~0.58%F11 0.38~4.99% 2 [A], Tk TR % 4
FRAL SV INAR ICRALE 96~1000%2 [H] .

>e48HE:  NexeraUC SFC Tk T %

rh 2§ TikF (Schisandra chinensis) A& FH IIBEFN AL 2R 2588, Horb & F BRI )
RUAR G 2 e FL 2B 0 E B E Y R« 4500 2 5 S 8UAS [ 2R AURRR B f AR 0 1k S 2 AT
WFFERI ST ], DR A 25 1 43 B8 40 AT A2 Tk 1 24 M A 7 v 1) B B2 40U

i Nexera UC SFC #4t, BAT RS LR KR (BPR) WA/ REUZ .
A L E VS SR . ASEIR N IZ ARG TR TR 6 FORNEER PRI 2 B 7
Hrori, Hhil R THEBAR R N Tk K HA SRR W A5 Rl o3 1) o B e A 4
(P E 258, (2015 R ) T ORISR I ARt iR ik (DUEE 0531 92 1E 254 oy il ml ik
Jii, 5hid Nexera UC 24 AR SFC M ik L iR Ak Bl

SR KA

4% NexeraUC SFC #4;
HAREL B 4: LC-30ADsr (CO ¥ %), LC-20ADXR A%, & LPGU ik JEA6E Ll i),
DGU-20A5 (FEZL ML), SIL-30AC (HZNHEFE#E), CTO-20AC (FEif4H), SFC-30A (4
JEVFTHIG), SPD-M20A (A EFESIR A ), CBM-20A (R Zi#%i4%), LabSolutions Ver
5.8 (il TAEuD.
HRfER

FLIRF- 240 L B A AL 20 min, B EIE RS R MR . R TR R, f
RT3 IR TNR. IR TR. IR TERF AR T L 6 Pk Gl PR, Be
FRIVIR IR ARV AT o

*1amEE

# A4 Sl &S CASH# AFR

1 kTR E Schisandrin A 61281-38-7 Ca2H2806
2 hRFLE Schisandrin B 61281-37-6 C23H2806
3 TR T ER Schisandrin C 61301-33-5 C22H2406
4 A= Schisandrin 7432-28-2 C24H3207
5 ARFEEL Schisandrol B 58546-54-6 CasH2s07
6 Fk1 I Schisantherin A 58546-56-8 CaoH3209
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SFC it %At

@ H . Shim-pack UC-X SIL 2.1 mm IL.D.x150 mm L., 3 um
w3 A : A-scCOz; B-HIfEE it #: 1.5 mL/min
(25 = 50C & W ¥ K 220nm
H J£ : 10 MPa i FE B: lpL
e W7 X - BREEVRN, ASLAELEGI1%B, WIEFRFE K2R
2 BT R T
Time Module Command Value
4.0 Pump Pump B Conc. 3
7.5 Pump Pump B Conc. 10
8.5 Pump Pump B Conc. 50
10.0 Pump Pump B Conc. 50
10.1 Pump Pump B Conc. 1
125 Controller Stop
R 5
6 FARHEE ) SFC it fE]

354

30

25+

20

154

104

1.0

15

1 6 FiARNEER SFC it i Rl K: 220 nm)

LARTHR, 20K T 4R, 3HKRTHE, 4TKTHK, 5. MK TE L, 6. kT ERH

6 PG T B HE B 2%

HEF3(x100,000)

[EF2(x100,000)

2.0 25 3.0 35 4.0 45 5.0 55 6.0 6.5 7.0

75

3.0

2.5

50 100 WRE 00 250 500 750 RE
1 AMRFHE 2. ikFL&
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Eﬁf‘:{( x100,000)

1.04

0.5

0T oL

0.0 25.0 50.0 750 RE
3. HBRTHE

EF2(x100,000)

2.5

2.04

1.5

1.0

0.51

0.0

[EIF3(x100,000)

250 500 750 ¥
4. KT EL

[EI£5(x100,000)

2.0

00 250 500 750 GRE 00 250 500 750 RE
5 fibkT% 6. Tilk TG
2 6 MR E BT bR 2
H3 6P TR T ARAR R b A
£ ke B 24 7 ‘fri*/'f] R WIE) o
1 HWRTHAZE Y =(2262.20)X + (-83.2883) 2.34-150 0.9996 96.6-102.5 1.21
2 TWRTZE Y =(2530.91)X + (-199.497) 1.56-100 0.9993 95.7-104.1 1.19
3 HBRFHE Y =(1791.54)X + (-579.225) 3.13-100 0.9998 96.9-101.6 2.74
4 TiWRTEEZ Y =(2011.48)X + (1085.88) 1.56-100 0.9993 94.8-102.8 1.08
5 HRTER Y = (2674.19)X + (658.453) 1.56-100 0.9996 96.0-103.0 0.81
6 TiWRTEER Y =(2306.65)X + (-249.112) 1.56-100 0.9996 96.1-102.6 1.03
BEEMSTER
x4 HEHEWSPTER (RSD%, n=5)
8 A e _MQcr _HQC
PR EE I [A) U THI A PR EE I [A] U T AR PR EF I} [a] U THI A
1 ARFHRE 0.58 4.48 0.54 0.74 0.50 0.44
2 A%FZE 0.39 453 0.26 0.81 0.22 0.38
3 HkTHE 0.18 4.99 0.20 0.64 0.20 0.91
4 HRTEEZ 0.13 4.15 0.12 1.73 0.07 0.68
5 HHETR 0.05 3.80 0.09 1.15 0.06 0.52
6 TR 0.09 3.16 0.10 0.93 0.08 0.49
LQC: HUKTHE., AT LR ARTFRL . HIR TR AR T B IR 3,13 mg/L, Tk T4 % 74.69 mg/L;

MQC: FilkFHZE. AR TLHE. AR PR TR FAF% 78 IR 25 mg/L, Tk 17 % 937.5 mg/L;
HQC: HWRTFHE., FkTLHE. ARTEEL. FVKT A FK 7B H % 100 mg/L,  FEF 14 %9150 mg/Ls
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AR TR TSR

mAU
450. $20nm,4nm

FH

400

350

300

250

200

B3 2T RERIOR SFC A B ik GRRIK: 220 nm)
FREC R IR TR 258 TR TR K 2.0 g, I\ 20 mL HEE, 8 A5 H2HL 20 min, B _E3EHR
26 0.22 um JEBLESE HERE ST, ISR 3 B, 6 FiRIER S BN ESE B ILFE 5.
# 5 RZHIK T 6 FlA NS 107 45

# HBRTFRER  RWT4R RWTHER A TES hWRTER AR TR
“H (mglg) 0.29 2.80 1.90 150 5.30 0.32

FLRT 250 B SRIGH 10 (5 RRE e X o S B E R T LR Ik, Tk

FIE AN R TR PR BSR4 R aER 6 B
£ 6 IR EY AL R (n=3)

N BERIRIE (mg/L) b b g RO
1 fhimkrzzE 231 23.0 23.0 22.6 44.8 456 455 98.741.8
2 hmkrH®E 154 15.2 15.9 23.0 38.2 38.1 38.0 98.341.6
3 HbkTFEEZ 125 13.1 12.7 236 36.5 36.2 36.1 99.6+1.6
4 HWERTE 45.4 44.9 44.6 228 68.5 66.4 66.1 96.843.5

mAU
600 —220nm,4nm

500

400

300

200+

100+

K4 HRZg AR R HPLC B ikl Rl 220 nm)
ittt Inertsil ODS-3 4.6mmIDx250mmL., Spm; JizhAH: A-/K, B-HIfE; #EFERE: 20 uL
FEEFERF: 60-80%B(0-20 min)-95%B(45-50min); #:if: 40°C

A H M HPLC J5 90 TR 1 R R BOR A SR (18] 4) MEL, SFCiEMRIE =R, 47
it 1120 98 A TTVE T 15, BL scCO2 Mz I e it 71U 3 A, KO 1A HLE
FUBHFE, A A R RE i 2 AT i FR I A B AN S R HPLC AR 5%, 73 K2 6
it H R AR R R B R, @ Bt REVEITH M HPLC Jrik.
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i

ASCAHH By Nexera UC SFC RGN 1 HH25H TR T 6 FlR IR RS S Pudi
B MTE, ARERIZITETAE 10 min WS 6 ML S8, HAES BiREEEEN
LMt R, EREVE. AEGEEARSCR R EAEA T EE, T DO 25 Tuk 5 oK IR E R T AN
JREER AT IS, AN KRR RO 1) SFC 3 7 i SR A

/'S

é_—i‘o
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Nexera UC SFC-MS A TS8R IR 5 e RER I 2

WE: ARSI BidNexera UC SFC-MSRZE G T 57 R BRI RE SRR (1 4 B & Jr vk
HeFEShim-pack UC-X SILE A, ZME1E 7], Sl £t b ot 0] B il 3115 fe e o0 B R
T EE FE R, TR IR S RE R IR 16 6.25-100 ng/mL A 2R 1 AT, ZR AR OC R BR A F0.995,
S : Nexera UC SFC-MS [AI4r FHIfE SFEURIR BB

T 5 (oleanolic acid) A1 HE S & (ursolic acid ) /& 45 2R UL [B] 40 S A A4, o FLER =
KIEY, TR R, B R FHORR ZAET A, otiseh. Btz
A ST R BR AN BE SRR ¥ 70 5 - 2R A RP-HPLC, 43 #fr i [l

B I St A AR B AR T . s RS R AL, K R I 5 3% (Supercritical Fluid
Chromatogram, SFC)HT-45#S AU 734, AT LASRAS B 4T )70 S ACR, IF B 5 i )
SR, BA ST EER, EE R ORI . A SR B Nexera UC SFC-
MS H4t, @5 7 AN EURIR 5RO ITiE, 2Tk BA 0B .
B VTR

1. LRIy

1.1 X3¢ NexeraUC R4

HAKFLE N: LC-30ADsr (CO, #iiiZE ), LC-20ADxr CHivliZE, & LPGE IS L),
LC-20ADxr (KMEHIIEZE ), DGU-20As (FEZMi <L), SIL-30AC (HZh#EF:#), CTO-
20AC (FEIRAH), SFC-30A (LTI IL), CBM-20A (R4 ), LCMS-8045 — [
Wi, LabSolutions Ver 5.86 (il T{E5E).

1.2 SFC 1% %

t T - : Shim-pack UC-X SIL 2.1mm 1.D.x<150 mm L., 3 um
i Z) Ml : A-scCOz; B-0.1% HRZM
WO MW E ¢ 2.0 mL/min

i N = PN i o W W #: 0.2 mL/min
F #w o : 35C I3 & : A-15MPa

o Bt 7 X . BEEEUEME, 5%B(0min), 15%B(8min), 5%(8.01min), stop(10min)
#oFE & B 02uL

1.3 Rk

[ ¥ . ESI (&) I : 10.0 L/min
Z 4k A W #E ;3.0 L/min TR IIE : 10.0 L/min
D L #& F& :250°C BORE : 300°C

b R B R B . 400°C A : SIM

¥ W 8 : 200ms
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% 1SIM 3

YR AR SIM BF
FERR 455.20
fERIR 455.20

1.4 Hisstn

FEHRE RER R
BT SFBURER AR SRR 22 S5

2. &R50
2.1 R BIER

T.455.20(-)
20000

17500 +

15000 +

2 FF R (1) A1 RE SRR (2) TR A A HHEARE i 1 1 (12.5 pg/mL)

2.2 LRIEVEHE
AIRIGFE AT T R AN A SRR I B 7 v, ISR R R B SRR AR UE S, ) FR R
W7, PR R IR RS, A 2k . At 2k 2P oe R R AT, o RBOKT 0.995,

P 2R VERfR P E 93.3%~108.1% , R TF% 2 KE 4 Fix.
2 FHEUCRERA B R IR R Kb R

L) B ZR RIEERE (ng/mL) R (%) HRRER
FEUR R Y = (3785.39)X + (2435.93) 6.25-100 93.3-108.1 0.9987
RERLIR Y = (3241.10)X + (-12159.8) 6.25-100 96.5-107.4 0.9999
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Area(x100,000) Area(x100,000)

4.04 ]
] 3.0
3.0
] 2.04
2.0
10] 1.0
0.0 0.0}

00 250 500 750 conc.
3 FRHURER (F) MAEREE Cf) Ktz

rrerrp e p e rer g rrr gt
0.0 25.0 50.0 75.0  Conc.

23 EHEME
I #11%(6.25 pg/mL). (25 pg/mL). (100 pg/mbL) =N T HIFRIERE By, AR &1 T
BELLIERE ST 6 £, T ELOR B I IR) S W T AR PR AR AR R 2 . A5 IR ANT R 3 TR
F3 K. . IR EEN

{&(RSD%) H(RSD%) & (RSD%)
YR B
FR B3 1) TR AR BRI [ IETEAN AR BE 1R VETEAY
FEURER 0.48 0.44 0.32 0.75 0.68 2.30
AR 0.64 0.49 0.35 0.59 0.71 1.08

2.4 AJRFEAR B E

AR S F AL R, S Id 120 HIE, HOMA 059, #ET 50 mL &0,
TN 25 mL A SREL 20 min, _EIEWGE 0.22 pm FLUERE, EHLIE . AR EURRR &
EARRERIRM 10 5. “PATHERE 6 £, M€ (5 R B AN RE SRR ME 43 71 66.1 ug/mL A
9.9 pg/mL, RSD ¥J/NT 6% AJRH I R RN B8 IR (515 2~ B 5

270000 L455.20(-)

5 AR i AP SR R (1) 5 B SRR (2) tau i P

3. &1
A SCAH i S Nexera UC SFC-MS R Gi sy T b 2455 SR TR R AE S5 14 49 B9 o 7 1,
OTVESEIL T P B R R R A LR, R M N B
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Nexera UC Online-SFE-SFC/UV R TIA K F 55330 SR B A BB SR R

B B ASCL{dH i Nexera UC Online SFE-SFC-UV R ZE# . T 254 AR i 55 R 82
FIRERBR I M 73, JEt 5 S A ARSI AH, 1%4% Shim-pack UC-X Diol 814+ 1 i
VBB P SRAG P 5 e 0 B R . BT R R B 500, WP ZMRife . ZEEUF[A], 28
WORLEE . ctEI LT 552 . IR RIS R oR, TEZiMRifey 160 H, ZEHUTA] 3
min, SCPEFIREE 10%, FEUREE 40°CRISKMT, W RAAE ARSI . fER IRt
T W02 R FINARAE S =R AL, BRI — AR, I gE R R L
EPVE IRAERURAE 64.6% 0 b, HARUSRTE . 20 pg drdididid SFE LAES A 2R
e ERREIA L L (BCEARFE M EL), 58 SFE 4 REEHURR, FHURIRA BE IR 75l
N 57.5%#H1 59.4%, FKW] SFE RGEH] LA AT RE M A . FIEERBR AN AR R FRAE 5~500
ng WP ZME RLF, R>0.998. 10 mg A1 40 mg 7 (5 FROINbR 5 827 v I [l U 2 A B A2 1k
(n=5), [AIHTE 96.6~110.2% [H], {R By Bsf [] AL TR AR AR AE G B o4 i 22 7E 0.12~0.14%F1
6.17~13.9% 2 [H] o T i il BRAC I 241 v 55 0 SRR A BB SRR 14 25 = R SR 43 73K 0.70%
H110.02%, i /2 2015 Fi 24 HL IR AH DGR E

XR8i7:  Nexera UC Online SFE -SFC AJI FF UL & Al B L iR

ARG RRA R MRS K RS2, R 25/ WS 2 R TE, kg,
s PRI Z o SR BR AN AE SRR A 2 ZE 2GR0 73« BRI RS 20T FE R IR R 5%
BURRANRERR BA G S /2 /0 B E AR B S5 DR TSR IR AN fE R N [F) 73
SR A =GR, PEBRARONAIEL, A BB 2> B, e M TRl HL 23 B R

ASLE AL Online-SFE-SFC/UV R4 A T AN FHURBR AN RE RIR I 0 M ik, /]
ZIUTEAA L, A AT AL BE S B, P AR A AR D, TVERRE AT R, 1 B EL R, 2R IR, Online
SFE-SFCIUV ZGUAE 25 A7 280 73 Bl e AW L AT ) ) (14 52 P RISt o

1. SERFR
1.1 %78
Nexera UC Online-SFE-SFC £ %4;

HARFECEA: SFE-30A GEIIG SR A HUHI0), LC-30ADsr (CO2 i), LC-20ADxr
CHIEE, & LPGU RJERSFE LR, DGU-20A5 (fEZEfiiSHL), CTO-20AC (KEHimAH),
SFC-30AX 2 (I EIFTH.I0), SPD-M20A ( R FEFIAM %), CBM-20A (R GiIxH48),
LabSolutions Ver 5.86 ({fik T{Euk).

12 FEmfER

WEMERIE L, EMAEMNE 1R, TERMARAH, T, —iaE
NEBRFER AR, A2 P BHEA R, BRI AR N, (F 2 a4
JRAE A o

PRAEE RIS R R . EFRFREGT R BRI RE R % 10 mg, AIA 1 mL RS A #4
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IKHEE AR, VEN 10 mg/mL BREAFH . EIRBERH HEERRE, BCHI RV TR R . %
10 pb B3R TARWS 50 mg & FEEE R S50 )5, A 5.5 g Jo/K NapSO4 1R 514 A
£ 5mL AR, #ATHr, RAEIRHEL.
SEERRE LI SFE A< BURER % 777540 R - B 50 mg AJRSERR#EM 5 5.5 g JE7/K NazSO4
TRCIRIASE 5 mL AR R,
®1HamER

# H 4 Y4 CAS#
1 FEURER Oleanic acid 508-02-1
2 AERIR Ursolic acid 86598-92-7

TR RERER
1 FFICRBR A AR R R AL 27 25 4

1.3 Srtrskt
SFE ZEH %A

A B # : A-scCO;; B-MeOH

A OHC W O . 5mL/min A OB OGOt 1. A/B=90/10(v/V)
BoA O R : 4min= g & #F  H: 3min

OB W O . 40C A B ¥ JE: A-14.8 MPa; B-15 MPa

M ~EdE 1 Bl e sHI A

SFC it %14
% . Shim-pack UC-X Diol 4.6 mm I.D. X150 mm L., 3 pm
i ) #H : A-scCO; B-HIfE i 3 : 3mL/min
¥ ®: 40°C o W B K 210nm
H JE : A-15MPa; B-40 MPa

W Bio7 R : 10% (0-4 min) -5%B(4-7 min)-8%B(17-20 min)-40%B(25-27 min)

2. ZER5MR
2.1 Online-SFE-SFC-UV & &

2% 2015 w25 PR T b S SR R R A8 R & B e 1) 1% 2544, A Inertsil ODS-
P(4.6 X250 mm, 5 pm) il fE, P IR 30 min, ZrESEEN 2.0. ffH Online SFE-
SFC/UV BEFH 248, SR ER AN AE R AE Shim-pack UC-X Diol(4.6mm 1.D. X 150 mm L., 3 pm)
A FIEPEE R AF, RN ETE 19 min CELE 7 2B ELR AR R, 43 BN 2.5, BT
R o
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myv
-Detector A:210nm

- @ OFF M RE
] (QBERER
20]
10—; @
“:4J1 T
o a0 T T T T Ta T e T T T e T T T i

2 BB 25 3853 Sy B i I

mAU

J23aonrh,4nm
-275-] 1 2 2y

. 1 5 R
-300- 5 2 B
—325;

-as0]
e T T ee T Tade T e mde T e mm
K3 SFE-SFC-UV Bt %%t Shim-pack UC-X Diol 3 [
2.2 SFE EBUR A B E R

SFE TELG AL F B AR FA AU AR T, ShAZREHUCE 2 12 FE 5 SN i 1l
T2, RIASEES R B T HARERNAHR S, mTHASEIGEMRERR S, Bl RREE
R, XZAMRAR . REEUN ) BERGREE . SR AT B 52 . 2R S SIS KCE
433125 80 H. 120 H. 160 H 1200 H . A EZFZ LM A K258 1. 3. 5. 7. F19
Oyt REBUREEER AN K258 35, 40, 45, 50 A1 55°C; Btk B 2 8L AN K
P54 5%, 10%. 15%. 20%A1 25%. FENMET, PATHIG A EE .

IR RLAR IS AR TR 5

120,000
100,000
80,000
60,000
40,000
20,000

0
80H 120H 160 H 200H

4 ZERPRLARXT A B IR
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R HUHRT 1) X R H IR F) B

100,000
90,000
80,000
70,000
60,000
50,000
40,000
30,000
20,000
10,000 .
0
15388 3534 553 7575 9
5 FEIU [A] X6 2 EURCR 2
2 B P55 0o 2 H 38 6 1) 52 Wi
120,000
100,000
80,000
60,000
40,000
20,000
0
35/ 40 45F 50/ 55
P 6 AEHUHR R X R ACR IR 2
oA 7] B A7 o A R0 ) 52
100,000
90,000
80,000
70,000
60,000
50,000
40,000
30,000
20,000
10,000
0
5% 10% 15% 20% 25%

7 et 75 B s AR O R g i
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BRI R LI 25 R WL 5-8. 2 RiARAE 160 H B ZEECR . Aidkiftid /NG
FEIERCHUAS , B AR K S8 s FHR AR AN RE 78 0 i, 3 B BRI . S 2R HUT [R) Ry
3 BN AEBUSCR fE, X P RESE BT AN () K S B A, R T Hisfh &
VISR, REEUN ) i SO RERE I e 4. AEEURIEAE 40°C DA R 2EHOcR e, 2
THIER FEXT ZERUSER GG AR, (HAE SFE TR [ BRI h0, DR A ORI T
40°C o BCPEFRIIEFRAE 10% 0 £, X2 T HAsb Gt i &, oot beiid vh] DL
EZECRER, FAMSERILL NS s e TG FEERURAR S, F AN AR R
B AS AR I S PR BB 3 T 10% FHREE

SFE ZEMBCRMA XS S @ S ZE ISR, JEHXHR & H R 7 R BOU A KRB F14b,
Xf Tl 4 8 SFE, sl LA B USER AT DA & R 25 ZE U O %, X AR AT R L.
2.3 P—HEEBUREELR

NFESWE KA T SFE XSRS ZEIALE, 40 mg FRifk il 2 1 TInAR i) 45
wh, I AR [ R HURE ) A AT IE S =Yk Online SFE-SFC-UV B (& 9),
DA IR EE BT 154 B W R TR ARUR = R BE B Ve T AR ANl bE DASR R A — A AR . S5 L R
ZARAE N SFE J7 200 SR R BR AN BE SRR F 1 A — L ZE IR AE 64.6~79.2% 8] . X T 4347
B SFE-SFC-UV BEH RS, FEHGER AR E M S SR N E T, SPATH & =0
m T E RS, SFE-SFC-UV REMIAREFM RIF, sLigs R IR 2.

2 FERER AR R BUIR (%)
Fedh-1 PE-2

Ff -3

FHRIR BRI FHRIR BRI FHRER FERIR

B IRFEHL 75.3 64.6 79.2 67.8 78.9 67.1
B IRFERL 16.9 24.3 15.8 23.1 16.0 23.2
B IREHL 7.7 11.2 5.0 9.1 5.1 9.7
(}(100,000) (x100,000) (x100,000)
2.5/ f -2.5+
1 —2.5i
-M,gﬂpﬂp | J A\ &&4kak¥
] -3.0i
_3.5{ t »3.57: | _3&%
A AN 1
i ~ ~ I e
1 I 1 | -4.0+
_4_0i _4‘0i B REER
180 190 min 180 190 min 180 190  min m=yeEm
FE -1 FE -2 FEL-3

8 SFE L = RAERUA AR B EE
2.4 X ERUEER
B HE 5 SFE RN IR K2 b, 1] 20 pg brit it SFE _EFES B ahdtre s B
FHECAT, WY UCHERE RO AR 2 B 0 AU, TSRS SR IR AT BB R IR X 4 ) A B
79319 57.5%A 59.4%. SEIGZE R MK 3, KW SFE B8 T LR AL S th SRR AN AR SR IR
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RBOMAERLHIR .
R 3 TR B8 R IR AR (%) 55 (n=2)

UEETHT AR FIRR fERR

20 |y SFE ZEHUHEAE 13822 12772

20 pg SIL #EFE CHFE SRR EED 24019 21485
2 A BUEE % 57.5 59.4

2.5 RHEVEHE

X 5 SRR AN 6 SRR3R 4T Online SFE-SFC-UV 234, (i 4 iR, 1IR3
FRER, ARG 5 1 7 min PUONAEBGERE, 7 min J& 2 SFC 434, SFE | SFC Uit
W, mEEE . URIURER LA A IINE (ug) XS I aRma R 2k, 45 i 10
FioR, BFMLEY7E 5-500 g Y N2 PE R A7, [BIJ3 240 R 43724 0.9989 F10.9996.

Area Area
600000

7000004
500000
600000
500000 400000
400000 300000

300000
200000
200000 .

1000004 100000

T T T T T o
10 20 30 40 Conc. 10 2 0 ) Conc

SHEURER Y = (15046.4)X, R=0.9996 AERER Y = (12032.4)X, R=0.9989
9 FF IR ER AN RE SR bR 4 il 2k

2.6 ERVEMER

BELYRMNELE 1 mg A1 40 mg &M, 40 AT HIl4 5 N EERURE I R S ARFE,
#%% Online SFE-SFC 7 T I E SRR R, 255 a15% 4 Fvs . /045 5% B, Online SFE-
SFC J3 b7 55 1 R IR M1 F1E SR O B I [ R0 [T AR REDOE A O 22 72 0.12~0.14%H11 6.17~13.9%
Z 18], JFRENCRAE 96.6~110.2% 2 1], W] DL 2 2 T i 7 K

B 4 SRR AR R BRI IAR PR BT R (n=5,%)

1 mg Itz 40 mg HFF
FIRER RER IR FIBRER RE SRR
R84 I 5] (RSD %) 0.12 0.14 0.13 0.12
& T X (RSD%) 13.9 7.45 6.17 10.0
IAREER (%) 105.0 110.2 101.7 96.6

2.7 SEBRFERASHI

2015 W 25 Ji AR A 1) & BN EOR, S ORIRAN B AR (1 2 EAMS > T 0.50%.
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SRR TS BRRE (i LB 12, SRR 25 A (i 1 0 B 110 12 RS 40 SR I8 F R
TR I 2 B R 45 545 1A 0.70%F1 0.02%, 15 /& 2015 i 24 8L (I AH JCHI 52

mAU
4Ch1 210nm,4nm

T R [ ey B B R
0.0 5.0 10.0 150 20.0 250 30.0 35.0

10 7 AR Online SFE-SFC i 4]

-425]
e I e e e e IR ]
00 50 100 150 200 250 300 350

Bl 11 B G RACIURE & Online SFE-SFC i & (1. FHURMR: 2. SRR

g

ASCAHFH S5 Nexera UC Online SFE-SFC R Gt 7. 1 AR H 57 UR IR AN AE SRR o 17 77
2, ZINESEIRE R T AR (SFED FIFESL /AT (SFC) FEZRICH], ik T RTALERAE. H
HPUE, fE. ITRERED . SEREI A, Online SFE-SFC-UV RELTEH 254 H 85Uk
G2 W AU B T R 1 R AT
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Nexera UC Offline-SFE X FE = G XEHEHEBENLEY

W . ARSI6{E F HE Nexera UC Offline-SFE Fl GCMS-QP2020 £ 4 vy | A B 24 i Ay B
. KFRBEOR . B RIR . RREEOR TR DU R R AL LR Ay Mt ik . A SCR A Nexera UC
Offline-SFE RGuALHL, I F — FUL BRI AR Ay BB R AT BRI SR A AL I RIS AR AR L
W, GCMS-QP2020 #EAfE E . ASCHRAL T SMERILLE] . ZEMURE . AU 15544,
HAE AL T HE 7 RN ARGE R . %7k B ERGE R, ZERURCR . e
BTSN

XR8i7: NexeraUC Offline-SFE GCMS FHH %  FHHEE

B G RE . K. BT ERGE LN IR R AR, B AR,
HAM@T . @srram iR sl 80 ZNHT R okl Uokh, BR2SE0UR. &
HRERAFELER PG RERENE IR, MNEBAE A RIS U3 uTikE. ki, HER
RYPEERR . MRFERF AR TR 3 MY RS B WM BB AE MR EE

fobR. AH 2GS GURIUNEN QBEETNE, EEAABARMRIEE, 2R EN
BIREMHA, HAENBK.

AICKH] Nexera UC Offline-SFE R ZEAEHL, il Fr — S AL BRIL A A B R AT 8
I FEFAA A DO IR A B, GCMS-QP2020 BEFEE & 70 HT. AU T ECHEFRI LBl AEH
IR U SIS, IR TR T ARG MAERCE R . 2P0 ERA R
MR E BRI WWEEFIAERIER R B RE R e SR

1. kR

€

HABCE y: SFE-30A Gl FHRARECA T ), LC-30ADse (CO2 HiiiZ% ), LC-20ADxr
KR, & LPGU RJEREEELLGIIR), SFC-30AX2 (KT #IL), CBM-20A (R4
#il#%), LabSolutions Ver5.82 (i T{Eul), GCMS-QP2020 (“AH il 5 i #5450

Nexera UC GCMS-QP2020
Bl 1 ZEHR I R 4
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CO2 pump

SFE unit BPR Fraction collector
co2 = > > | | Presgugon 1

cylinder (Lji il
Pump @

==
- [ 10MPa ' Atmospheric
/ pressure
H E Vessel /

Modifier Tube
& 2 Nexera UC Offline SFE-SFC £ 4 & i % 7~ i |8

1.2 {88 % M
SFE ZEEX %14
A Iy 7 . A-scCOz; B-EtOH
O W O : 5mL/min B A O . A/B=90/10(v/v)
B X% OH . 3min A & HE: 3min
A I W OE . 50T # B HF  H: 20MPa
OB B (BESERESIESXERD X
GCMS /i

Wk : Rtx-1701, 30 m x0.25 mm x0.25 pm
oW O & : 60°C(1 min) _30°C/min_250°C (2 min)
R O B . 240C

£39 o AR

WA T BHE

165 2% i & : 52.5cm/sec

b = Yy - VP s si

2 ) kb . 3011

o & . 04pL

[ R A A s VPR =

B E E o 200C

B O\ B : 240C

K % J7 X . Scan, EHFEHETHNEL
i A QA : m/z 45~500 amu

1.3 SEHE

PRI — 5 B ) 7 B 24 S JOAE S mL ZEEUEE A, 2 B3 e RE P 3R TR L, R G
BRI Y, ES) 18 mL 5, HU 1 mL V& GC-MS 7t &, Il 5E A& il
SR HRRE 10 55 00T, SR R A E R .

2. RS
2.1 eI E

FRYE Sk K BB TR RE, i GCMS-QP2020 #kkEtr, B3It E .,
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(2c1,000,000)
4]

N,

"8 69 70 711 72 73 74 75 76 77

K 3.50 mo/L brifE it (035 18 (1 A REEE, 2 SRR, 3 FERR, 4 XA HR)

R BUEMBIR. IRE R REHE T

No. W& 2R PREZHF 8] (min) SE BB (m/z) & M BT (m/z)
1 L 6.115 152 151, 81
2 XF R RO F 6.515 121 122, 93
3 AR 6.970 168 153, 97
4 o FR R TR 7.205 121 138. 93

2.2 FRAEHIZR

Iy ABCHIREEDY 5.0. 104 20, 50 pg/mL HIFFHERE, FHR . WA R XA
HERIBARIA . DAIREE R R, VAN INALRR, HIVERHERZE, Prfsfcut iz WK 4,
[ 57 REAIAR ¢ R B R 2.

mﬁﬁﬂﬁﬂ(xl 000, 000) | 5o VMR (x1. 000. 000)
1. 00 1.255
0. 75_: 1. 00—:
] 0. 759
0. 50 .
1 0. 504
0‘25? 0. 253
0. 00- . o.o0ft—mb—r >
0.0 "o5' 0 0.0 25.0 W
TR g X JR IR
mﬁﬁﬂﬁﬂ(xl 000, 000) I (x1, 000, 000)
1.00{ 1 00
0. 75 0.755
0.50{ 0. 504
0.25{ 0. 254
0. 00} 0. 00 I~L————————
0.0 0.0 25.0 WREE
é%% X F2 3 2K R

B 4. DUF AL &R HE 25
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2. WUFM ST L St th 2 05 R KA O R AL

No. AL E N 213 Fl (ug/mL) 2k 77 72 NP3
1 Fr g 5~50 Y =21921.27X + 53500.97 0.9987
2 X 32 35 2 HH i 5~50 Y =27933.12X + 45687.29 0.9996
3 R 5~50 Y =22164.53X - 28416.7 0.9998
4 POEE S A 5~50 Y =23062.84X - 37319.6 0.9993
3. FEEFMAIH
3.1 BIm AR

AERAFREL 1.00 g B Sl e N BIZEHUHE BN SFE-30A i I SRt i AL B o Hh kAT 2L
WA CO MBUEF 4 WP 22 B S N SFE HITHIASEURE, 7EVBCE i AL I U
i SR, eIy 1 R B I TR P i . ARk S o7 DA S AU - £E
R € AU AN T 3 DR I SRR FE i A HUHE 3 min EATRIESZEL, @I SFE Ttk
DI g U1 e, A HCHE T A HUYIAE 3 min P H T 28 A FRCHE 0 8 i S A4 e e » 58 s 5 2K

3.1.1 Bk el
2B 2 G SR R SO FRIN P L A5 % DU o 42 3 2 A SR I S0 SRy T ORAIE 23 B D g 2
WO, RS AN BN SRS BT 4 Ik, 7005 5Bt EL Dy 0%, 5% 10%. 15%
FA TR AT ZERE (GR 3D,
% 3. ARSI 1R IR SR IR (mglg)

4 B 451
NO. 47 .
0% 5% 10% 15%
1 T HLE 6.599 6.623 6.664 6.760
2 Ko 32 35 2K HH 0.374 0.579 0.582 0.585
3 TR 0.338 0.982 1.051 1.084
4 X 2 3 2K H R 0.010 0.278 0.363 0.397
:: = %.,‘_:}; : - = ,‘;’ . ~__§ ',";
ol .3;- T
(4 e = o
e i — 16““—’—-————‘
- - e s —
\_:,?*.\_“—,”u s

B 5. AR BRI (E—AT SRR 0%, 5%, 10%. 15%)
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Wt SO L BRI, B LU BOR FAL & W R ZE B B 3 v, (ELIRIIN 2 SR o
ZINERFHART (B 5). KIS E, WUt RItLE )y 10%.

3.1.2 ZHURE

A 7 P AR S s S A PR 2 AT Ak o o S AREUR /0 20 MPa. #2530
SREE 4 YOI AERGIREE, VUMD HARY AR W3R 4. BEAEIEEIE N, DA
VA HCR IS T, PRI 50°C A A U

R A ANFIFEHGEEE DA S HT R HCE (mg/g)

No. 2R %
40°C 45°C 50°C
1 R 6.413 6.850 6.914
2 S PR 0.659 0.667 0.694
3 HEHR 1.189 1.173 1.289
4 o R 3 K R 0.421 0.443 0.444

313 FEBUES

DAZEHURE 50°C WSS EERIEIN 4 JONREMZAF LTS T, DR H AR AL
B 5. BEHEE ST, DR R BRI AT T &, DR iE % 20 MPa {E 92U /7

R 5. AFRERUE AT IUAR I Hr A HCE (mglg)

NO. B 5
15 MPa 20 MPa
1 HHRE 6.658 6.914
2 X 5 HEOR R 0.651 0.694
3 HHR 1.160 1.289
4 o FR K R 0.412 0.444
3.1.4 BB TEHERDIREL

S0 7RI YA R A — R PR 38 K I S IAL A (1 3 P88 330 0 28 0 3 M 0 0 S A
TEZEHURLE 50°C . i /) 20 MPa 2% N 5 F S RIS ARG IR IR B Hh# 6 vl a1, HEnZE
A PR R R 6 BURAE AR A B P R BUCR,, R R] I 2 5 3505 22 1) e R 2 L Ok
B, HBEEARENE . U ] L RS R TMEI, EREFH SNSRI ECH 2 k.

R 6. AAFHSSASAEREA KB R 2 Hr A IR (mglg)

NO. o TEIUEL
1 2 3 4
1 g 5.612 6.593 6.542 6.914
2 Ko F R B 0.545 0.693 0.730 0.694
3 HHR 0.741 1.055 1.285 1.289
4 Yo ERSE K F R 0.225 0.309 0.444 0.444
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3.2 FHUR &

B SR i I AR U o ] A — MR i O
KIREAT LA, Wl 6 P

1, 000, 000)

5.0+

4.0+

l
P oS

= 5

B o

|1
%
oM B

®
1]
S
=

(x1, 000, 000)

1. 50

1. 25+

1. 00

0. 75+

0. 50

0. 25+

0.00

6.5

33 REtk

SPATFRECH £ 1.00 g # i, EERE
Rrag, AL (AR .

7.5

EHRER =R, B = IREERAR R 0 Hrin tail
GRRWIRIR A I BERs — PR oK

1

000, 000)

2.00

1. 754

1. 50+

1. 254

1. 00+

0. 75

0. 50+

0. 25+

0.00

(

X FE AR

100, 000)

T B B B B B By B B By
6.75 7.00 7.25 7.50 7.75

XA R

6. L = RAEH G & FL A

ARUREF AT AR FRH SRR IR . TR

F7.FERELM
NO. o AT 1 AT 2
(mg/g) (mg/g)
1 A 6.698 6.593
2 Yo 5 HEOR PR 0.594 0.654
3 HHR 0.982 0.996
4 Xf FRHE R R 0.306 0.292
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34 XEUEE

N T RS IIMAERGE &, ARIEADUER AR B2 ISR 2GR, RIRERA
TR R, Hh ORI S UASERE R RIS . RSN 2.00 g 5 2 G R, RIUH
FIZERO 2, AHE R 8. FHUE S 1.00 g FF R4 T M RERCEA Y. Fik, %777
LAY 3 2.00 g FESEEEEL

[ 7.1.00 g £ 2.00 g - fit 2% HETE AL EE

# 8. HUFfHE 2.00 g I A HL

NO. B &

(mg/g)
1 i 6.829
2 PUpZEr S N3 0.624
3 FHR 1.099
4 I FR IR IR 0.339

3. &k

FI ] &7 Nexera UC Offline-SFE £ 4i 1 GCMS-QP2020 5 6 FHAX , RS BRI I 75 22 B
TR EERE ., MR, FEE. MR ERIUME . KA Nexera UC Offline-
SFE RGAHL, I A U BRI A D A B IR AT 88 I U A A ORI R BOI
GCMS-QP2020 it & ir. ATl 1 eltERIbL ] . ABURE . 2EHUS /5860, JRFE
B RS T4 T AR AL VB & . 72RO PR . AR SRR, mIak
P 2.00 g FF A A PUE AR
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VO 25928 BT

25N IR 2% T A Fi 29 W) TR AR AE (R -
AITVERL . B2 250 I Re e PE AT v
s HE AR A F . %0
— BORIE T 25 A I R R AE ) R

——
BRI, Rk - -
RAENGHII 55 40 22 (MR, i 251 ’ f {

RO R, 2R VB HOLEE
HPFREAR T, BRI AEIAE A
SRR KR B SRR RS AR AT AR BT o X o R A A
IR 23 T &, T ELAE AT DL Bt AR = g it A2 FR AR AE 9 1) . 0 2T 2
BT R B BE ] ORIE 2 12 4 AR RO AR = T R 5 2 IR IR
AR A R 2B AL SR AR

LIV T AT T VEAR Y 2 PR B AR S AN R T A BT X 3, G AL 53 () 40 A
WHETTOEE R TRoESE, ARBMEEZ, FHLFE, Stk &
RS, MHE I EEEROHE M, RO (TLC). S TRE (GC).
WAL (HPLC) & HLas B o A i i I e i, i XBL HPLC
VEITVE R BT SETT N TR SE e . il S i ik (SFC) 72 B Il Ftint i
Hb B AT BN AE . DAIEAHESAH [F i AH Dy (3 A 1 38 73 i R G, e nllid
AT LogP GEACEM-PHHE) 1E-2~9 Z ML &Y mHT, M FHT 5
BEAYERN AT IR, A AR, HElSEE A2, K LogP AR I 721X — Vi ]
Bib3f, DRI 244 S 2 o 1R 23 i i & A8 SFC Tk 1« (rh [E 24 i (2015 JOD
T IRSCERGER IR S ik (DUER 0531 75) 1E ATk Tk, NZY)
J LI BT B 53 e it —Fhidk s s T B

A U7 9 5 N FH S 3448 B Neexera UC SFC——— I 73 fi 397 BRI L A £,
REG, ATV, SHEFEAR B (Achiral impurity) A1 5T
(Chiral impurity) K7 #rid e, Pt 2%,
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Nexera UC SFC-UV R GL7E R BHZG 22 20 At = I B

W . ASIGE A E Nexera UC SFC-UV Z o0 JEURI24 — 219 & 04 K7 % R 304773 B
i L B HE AR s 414, DAICEL DCpak SFC-A Fll ZFE A shAHIN: Al #1545 £ 24
N2 5 1 3 A B AR o TR MLl S 5 SFC 3T 752, 45 R /R 2% B 7 50~500 mg/L
LVERLF, fREE AT AL B 2 M RSD 7E 0.2%7H1 1.5%LL A .

XR4#i7:  Nexera UC SFC 25474 i

B I LR Ak @it (Supercritical Fluid
Chromatography, SFC) +& LR Il A4~ 3=
FERBNAH, AN SR AN — 0T
B = TGS (T B 4 B R . B I S
COz (scCO) PAML 224, B, ToRE. Sl
3. WAETESE R Ry SFC I 22
IENAH. MG SR A R AR i
HIEVE RIS i, i3 SFC i AR

ARSI F ¥ 5% 7 Nexera UC SFC-UV
RGEJE T Sy o Im SRR B R

38 F PR SRS i AR SER R JERL 2 — 2
Bt S N S 2 kAT 4y B, i B G M
A AN B AH 2H G 3R AT B AR B 2R A
ISR SFC ATk, 45 AR Rt
MEAEZVEFELRIMRL, Ao —PIF 1%
KLWysE v e BT TR AL BUTVE S
¥, (hEZ (2015 k) ) T IRUE
I S A ik (DUHE 0531 %) 1 NZ5Y)
SIHTIIRTIETTVE, B Nexera UC R4 1]
NAH IR SEC 3Bt J5 v S HR A
B,

FIF= g, B RGN SR Bk
(BPR) WHERMARN. R R #IER

KR

{428 NexeraUC SFC-UV ZR%
HARFLE N: LC-30ADsr (CO, %% ), LC-20ADxr CHITHZE, & LPGU fIEHEE Ll i),
DGU-20A5 (FEZJI ML), SIL-30AC (HN#EFEER), CTO-20AC (FEilf4d), SFC-30A (5
JEVEFT#IC), SPD-20A CEEAMEIIES), CBM-20A (FR%i#5H4%), LabSolutions Ver5.8 (ff
W TAERD .,
FRER

LT N T L R 2 T (B, % BRI BT A I OGRS TE A
IRy iR PEZE , I B K O, 435 M RP-HPLC 23 M ASRE S B » A S256 b DL/ DMSO
T MRZFE R G FE L DMSO-ACN (1:1, viv) Fiks, &idug)aititntr.

#1 B R

# WEYIF L4 BT L4 CAS# -t
1 OB s N2-Acetylguanine 19962-37-9 C7H7Ns02
2 A AR N(2),9-Diacetylguanine 3056-33-5 CoHoNsO3
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ZRE5TR

uV(x100,000)
7.07

6.0

5.0]

]
. N — A

e —

0.0 ———

AW N |-

(2]

— T T T T T T T T T T T T T T T T
0.0 1.0 2.0 3.0 4.0 5.0 6.0 7.0 min

L1 VR g e AR AR ) € 2 B R . ORI K 264 nm)
1.0DS-P, 2.0DS-4, 3.0D-H, 4.SIL, 5.SFC-A
TR ORI 3 B IR
L% % T GLscience ODS-P. ODS-4. SIL X Daisel ff] OD-H Al SFC-A TLk i,

T FI#UA% 3524 4.6 mm 1.D.x250 mm L., 5 pm. 7E scCO2-MeOH & & Hb Sk AT b, 4551
27~ ODS-P. ODS-4 1 SIL XA it 1 F2 Bl R AR 03 73 B8 BE AN, OD-H, SFC-A XHZAE b
PRI R (0 40 B R BT =k (i ki, il 1 s . XFLk OD-H, SFC-A K¥i, SFC-A
SR T RS AT 1 A R T R I 2, AEHZE AR Fr e B A T HLAE OD-H A BRIl

3'%u\(x100,000)

3.0

2.5]

2.0]

1.5] 1

E 3

0

4

0.0]

E T L L B R

0.0 1.0 2.0 3.0 4.0 5.0 6.0 7.0 min

Bl 2 HEER AR e AR 2 BB AT E (Rill e 264 nm)
1.0D-H-H %, 2.0D-H-ZFf, 3.SFC-A-HE, 4.SFC-A-Z.F

TRBIAEXT 43 B IR

SFC J3#TH, scCO FH/b & i PEFRIRA BRI VR A5 I A Ak A5 P i) B CR B AT L 50
M, BRI AE f A RTCE (R B SR BN AR BEAT AL, 433145 scCO2-MeOH Fil scCO,-EtOH
£ OD-H 1 SFC-A ikt EidkA7 70 4. 45 R B RfE SFC-A ikt E DL scCO»-EtOH #4777
BN, TCVR AR 3 B I A A SR A B B £, DRI R 2 Ay — L S ERA R S 1 2 BT 2%
.

I SR A S R, 2B R G0 R L8 R B S (0 DG o 1 v T e R pe i B T
DA S R I AR 3 B RORE B2, T e53 e I R R I A R o AR S B e, 1 R AR 6 S5
AR AR E, MAEHARSH .

SFC it %4
% . DAICEL DCpak SFC-A 4.6 mm I.D.x250 mm L., 5 pm
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S R
=

Tg

Bt T3

HH

=]
(ITIL

i
=

10 MPa

: A-scCOgy; B-Z;@?
: 40C

A | I
yeig FE

B YR g

: 1uL

BEEEVEIE, ACURTLBI5%B, I [HFE T WA 20w
2 BRI AR

3 mL/min
264 nm

Time Module Command Value
3 Pump Pump B Con. 12
6 Pump Pump B Con. 25
8 Pump Pump B Con. 25
8 Pump Pump B Con. 5
10 Controller Stop
uV(x10,000)
LA R

2.0 3.0 4.0 5.0 6.0 7.0 8.0 9.0 min
B 3 245 B 2B s (50 mg/L) EREMESHEIER (n=6)
3 BB IEN (50 mg/L) EREMSHAER (n=6)
PrREGEFIA] (min) U A
1 5.135 34,567
2 5.132 33,970
3 5.134 34,476
4 5.128 34,480
5 5.137 33,973
6 5.121 35,047
FEME 5.131 34,419
RSD% 0.11 1.18
B N Ouartiative ResubsView 1o 1« BB R
Data# | Duta Fileno| Leve| Ret. | Area |Come. (mg/L) | Std. Con| Accuracy[%] | S/H |Detect. Limit|GQuant. Limit
1 stdlata—2Z 1lecd 1|5 134 33,113 51.509 50 103.0 17.30 9. 5264 29,7770
k4 =stdlata—3 1ed 2|5 116 T8, 131 99, 467 100 99.5 33.30 9. 8586 79. 8745
3 stdllata—4. 1ed 3 |5.085 217, BES 248,136 250 99.3 86,13 9.5071 8. 8095
4 stdlata—5 1ed 4 |5.035 454, 942 500. 858 500 100.2 1T5. B2 94120 Z8.5213
B <> Chiomatogram Yiew B ¢» Calbration Curve/Spectum Yiew
J_ Chromatogeam |—| Senmple Info A calib Cwrve | b Spectrun
¥ = 938,694% - 15,2385
M. Ints ity - 6,440 Ao =
7m¥etect:r.— ThE Z64nm Tk e - T FBSUEEELE pollkk
Area
450000
400000
350000}
300000
250000
200000
150000}
100000
50000
’ 100 200 300 ) Cane.

" guant B

Kla 520 SR b i 2 S 2 5
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\4
TPetector A Ch2 264nm
1757 — L

20

o

150
1257

1001
757
501

25 L IS

e B B ey B By B BB |
0.0 1.0 2.0 3.0 4.0 5.0 6.0 7.0 8.0 9.0 10.0

K5 = LM SRRl 4 R

&k

ASCAH Y By Nexera UC SFC-UV R GExt 254 )R — Z B K5 R0 Hh 1R 2 B AT 20 A
A R G i A SR G o At P2 AR B D RO TTRE, JF H. SFC R T IR
HIUELF . RS WHRNEREDIF 2 R, 53HMEM scCO2 WIlE. LB, ZMH4HH
TR BAR SR B B AN A AT RERS , T3 (8 SFC A ELARASfE Ry SFC-MS Jrik, wlit
AR TR I R A AN Ji L AR
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Nexera UC SFC-UV R Gi7E R B2 F M2 i 357+ I B2

W OB ARSIEH B Nexera UC SFC-UV RGN KIS ZYI-1 AR AT IR B%E
TV SO R R IR A B . 45 FERIUE T DAICEL OD-H il By i e

FIN PR PR TT, B EERTIE 155 2%
FESA —ERIFENE o [RIIN 2552 1A% e 4 o%

AN R T OB IR R oK, USRI
GREERZ NN PP ST VNI e AN T

=) R-ZY -1 AR BE I [a) AU i AR 1Y RSD% %3124 0.78 #1 2.95,

R :

B TR 2 A 22 2500 AR AR A
(2 FRE 1 AR I P S B AP AE 2 1 22
Fto X TFEZY, — ARl R A R
1, MR—A AR TR EERAH
(o 41T FPEZP 0 7 O RO [ B 24
FIFEET .

B P Ak 4t (Supercritical Fluid
Chromatography, SFC) J& LR I A i1k R 3=
FERBNAH, AN SR AN — 0T
B = R SAH T R i o B R . I 5
AR A RRE B . ey O A s il e S5
s ALAF SFC i A DUl &R o

1 LB %A

1.11X8% Nexera UC SFC-UV %%

Nexera UC SFC Zj¥pZ%fi F w5

ZYJ-l PP AR, HAA By

N S-ZYJ-l, T R-ZYJ-1 WIAE N4 i 75 E gk
Wl o KIALLSR, 2R o 13 s O
ARSI 777, HRIFR MR ZE. HEiR W
A R TE A T S R B S R A A 0 B B R )
B

A A F 573 Nexera UC SFC-UV R4,
X ZY -1 R TR A AT 8, B
TR SO B R DI x o B R
Nexera UC SFC-UV R4 /& &y id A =] BeHi i
R S SR A i, B RS &
s R (BPR) PIHIARR/N . R =
AR TR I8 FH M 5 R

HAKRCE A: LC-30ADsr (CO, ¥iiifiZe ), LC-20ADxr (CHiiiliZe, & LPGU & #5 2 HuAgl %),
DGU-20A5 (FfEZ/li 51D, SIL-30AC (HFhidkffss), CTO-20AC (#iE4H), SFC-30A (15
R I), SPD-20A (EEAMENIEL), CBM-20A (A Zi#H|4L), LabSolutions Ver5.8 (4

W TARND.
1.2 ﬁéﬁ%‘l%\

FREL 5 mg R-ZYJ-1 Al 5mg S-ZYJ-1 BT 10 mL AT, HZEEER, #HE 25

fit, 193] 0.5 mg/mL FIFRAE RIS, EHLIHT.

2 2R 508
1.1 BB AIRR X 2 B B

FHPREYR o, ORI RAEF /B2, SwIEE T Daicel [IFizTFM:Aigk:
AD-H A1 OD-H, FiH#i#A 4.6 mm LD.x150 mm L., 5 pm. 7E scCO,-MeOH & & H1 % R-



ZYJ-1 F1 S-ZYI-1 IR A A e AT 00T, S5 R IR AD-H G XS FE S A AT 4 B e 7,
OD-H il HERIH TR B RS (ILE 2D,

uv

15000+

10000+

5000+

-5000-+

00 's0 100 150 200 250  min
2 AN B A 40 3 G SR xet B

2.2 kI 2 B I

FAEVT IR 73 s BT RSN BB AR K o A S 52 1 RH el ) IR L
JeAS [ A R A x5t o B ORI o 45 R S WY AR L SRR PN TR 1) 0 B RE I HE 4,
{E I AR e BE 0 BE 5 (LIRS 3D, ANTATAT ASR R T A0, TR Is B A 2 sk ) H
B LI, AF AR DR B IRES 70 RN (LI 4D

125004 w
|
10000] 30000
75001 | 25000 ,‘
| \ v \H\ R-ZVJ-I
5000] ‘H M SZVI-l 20000 “
Il |
S| w| |
T |
olk } b L i 10000 H‘ \‘
25001 50001 | (U\ J v 13% I
I
ol ] L 15% HifE
-50001 — —— —— —— —— —) T T T T T T T T T T T T T T
0 10 20 30 40 50 min 0.0 5.0 100 15.0 20.0 250 min
B 3 TR A O 751 43 B e et bl B 4 ASTA] BB ot 750 43 B s ot b
2.3 B X4 SRR

AR T AT DL R AR B I AR AR ok BE TR B P AR i . A B T RSN 15
MPa. 20 MPa F1 25 MPa X 43 B 520, &5 530 7 R B B 18] R0 4325 i 451 B 6 5 s ) 346 i ik
N CILE B,
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uVv

R-ZYI-I

7500+
S-ZYJ-l

5000+
(A\ 25 MPa
I

2500+
in ) \\\ 20MPa

07 15MPa
MM

-2500+

0 10 20 30 40 50 60 min
5 AR T BRI
By B RIS AT A SETT I, B AR s T Ak

SFC fait &4
fu, % M . DAICEL OD-H 4.6 mm I.D.x150 mm L., 5 ym
/| A @ scCO./HiE=89/11 i #: 3mbL/min
F . 40°C & W ¥ K 242nm
H JE : 20 MPa yiid ¥ H: 5uL

i B &R AT IR, 45 R 6 s, MBI SN 1.5,
[ 82 T4 R0 R-ZYJ-| IR, HE 6 £k, AR EERL, fRH
5 TR FIUGE TR AR ) RSD% %351 0.78 1 2.95, 45 %13 1.

v
15.0 1

R-ZYJ-1
1251

10.0 1 S-ZYJ)-I
751
5.01
257
0.0 7
-
0.0 5.0 10.0 15.0 20.0 25.0 min

6 J LM ZYI-1 TR 0 i 12

uv
400004

350004

300004

25000

200004

15000+

10000+

5000+

50001

"s50 100 130 200 280 " min

& 7 R-ZYJ-I EHE 6 ik
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F1R-ZYJ-l (0.5mg/mL) EEESHEEE (n=6)

PREIF TR (min) i I A
1 20.717 1,013,150
2 20.786 1,041,992
3 20.777 1,039,973
4 20.761 1,087,075
5 20.755 1,001,589
6 20.704 1,057,297
P H1H 20.750 1,040,179
RSD% 0.158 2.95

iR

ASCATH B Nexera UC SFC-UV RGN J5UEL24 ZY I-1 1R A% B S e AR (195 7 250
PEAT 7T A4k T ilAs . SRR A R LU, TSRS 5, s 20K 5 S R AR A
K. BT SFC Mt BAPUE. SR maESEy, MERAEFAREIRS AT

Wl P S FH RIS
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T fedE AR

Y 2 e — RYERRS R IE H A A TS 1
BRI, b s tEgE A R gl = AL
AR ESHTHEEHIR, BKME. 5
BT VLA S F 0 AT
KB R E YT, 0 (R E 2 (2015
WO ) AR A FRAEBA G, 4E4EE D
R IEAWAR RS, iR E A GRHESE, 75 2 P15 R R DU 2
A N FE ARSI A3 7 320 R A A

Ik Fom A 3% (Supercritical Fluid Chromatography, SFC) & LU I Fif ik
A/ B I R AR AN AR BT R el o B AR . B IGSE CO2 (scCO2) PAFL %24,
Wb L. He. s ESER RSN SFC & I F 23 shl . @im mig
HAMREE Sy S s s SR s, 815 SFC 7, JUHX Rk Ak
BV RAYGE. mRk. o EERS.

Nexera UC Online SFE —SFC # %t & &gt i B I FRam AR o il 7= i, 24K
[F)¥s SFE F1 SFC Ll TELERH, WifbAIg— 7 RiEFB, BAFEIER.
HTPELT VA I AT AR I R | B T e P S A AR RS TG AE A SFC
RGHAT IR RIS &, Horb— /&8 H Nexera UC Online SFE —
SFC RGHL 4L R A TEREES 2 M4 Rt ik, —RAEH
Nexera UC UFMS R4t 1 44 K D3 I FiG oM ik, Ut & S %l
H.
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Nexera UC Online-SFE-SFC 7E iR tE A= R o I F

. AKSIGE A Nexera UC Online-SFE-SFC R4i 87 T 4E/4E K A ZIRHESS Tt g VA
VELEA R AT T, R SRR Z AR, EHE GL science ODS-P & i Al TR /E 2y
ECPEFI AT IR AR S AL S o B AR . T R R, YRR A ZIRERSL A SFE (1
AHURAE 86~94% 2 7], 443 A LIRERSE UM S )1(E 2.8~55.6 ng. 443 E ZFRERAE
5.6~112 ug JGE N4t REF, R?>0.997, [RIWCHRAE 90~101% 2 (8], OR B IN [A] FIUE RIFR B 5
P RSD 1£ 0.03~0.24%7H1 4.1~13%LLP, AT LAV %28 24 ity it £ b 78 75 A 4 25 2 kan il 7
AL

X4 Nexera UC SFC gV ME4EE %

ASLIAE I IZ R G K T 25 S AR AR B it IR VELE A KA 53 [RIA% SEANSEAT AR
HETPEANEL, AR AL B e fe] o, ATRIN AN 2 M IR PR E R, HOTIE A RO 5, A%
Tl R PR A 2 0 (R A T 3R AT R i T T B, ATRHZERMIR ) 52 BT FUIR 5%

KR KA

{X#%  Nexera UC Online-SFE-SFC %%t

HAKBCE Jy: SFE-30A Gl FLRAZEI R IT), LC-30ADsr (CO2 ¥t 7% ), LC-20ADxr
CETR, & LPGU RIERAZELBIIR), DGU-20A5 (fEZEi L), CTO-20AC (KEid4h),
SFC-30A X 2CH K175 #170), SPD-20ACEAMar Il 25D, CBM-20A( R 4t 4% il 4% ), LabSolutions
Ver 5.8 (&3 TAE ).
HRfER

ARSI T A T IRV M 4 A L T AT 5, BRI EE BAnER 1R . B
AE A LIREEEARAES UUE Qe e, F CBERRE, TRl Rl 2R 510k FE R Sl In N A B
BEAT 3 HT, BRI ARAEf 2. SR B4R AL 4R E RAMZ40R v, TR R
ATAREE o of R FURE L 1A 259/ 8 DA IE UG R i T N A BRE AT 20 #, 2 4ET0 3 il 23
VR JE A PR PSR J P B i B REBURE AT AT

#1EMELR

# 4 WL CASH# il
1 MR A LR Vitamin A acetate 127-47-9 VAA
2 YR 2 A KRR TS Vitamin A palmitate 79-81-2 VAP
3 HiE R E 4RI Vitamin E acetate 7695-91-2 VAE
4 e K D2 Vitamin D2 50-14-6 VD2
5 e %K D3 Vitamin D3 67-97-0 VD3
SFE R %A%
B 7 : A-scCOz; B-MeOH
OB W # : 5mL/min Otk Bl AIB=98/2(viv)
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oA X OHE . 3min A ¥ HL. 3min

¥ OH O\ OB . 50TC 2 B B JE: A-14.8 MPa;B-15 MPa
SFC it &A%

6, i H . GL Science ODS-P 4.6 mm 1.D.>250 mm L., 5 pm

i )| M : A-scCO,; B-H[iE i #: 3 mL/min

F & . 40°C ¥ 3 K. 325nm, 284nm

i £ : 10 MPa

. : e, 0%B(6 min)-2%B(9 min)-10%B(16 min)-50%B(16.1-17
v o g R _ﬁ&%% 0B( )-2%B( )-10%B( )-50%B(
min)

GRE

B SRR ZEEX

Rl R S B N BIZEHUE S, N SFE-
30A Il SRR ZE R T T AL . WS
CO, I HEF HEE DL 98/2 (viv) 4 Hiaiiise
I\ SFE FLITHIACHGRES, 751w iR R
1R T BRI ik, HEERIINANAZ N T
BB SR e AR PR S R DA
RS . TERRE (1 B R0 7 AR R I 7
WA TS THAECEE 3 min BHATHIAREE, ARG
I SFE M U U4, AHGRE
RIYITE 3 min P FHEE R HUEE TR I T Pl 1 R P A B P A2
B, TEREIAZER. AR REY, ERYEEENGE: SFC #4%, 2FEIULTER
G kAT SFC M, M s ¥l SFE-SFC RIfEZLBH X, WHE 2 Fix.

1% 4 SHFTA

K 2 i SR A UL A R B A

NFEGEBOEFRATT SFE X ILMAL SR IULA, il 5 80 A — A HUHE N A YT 20k
SFE-SFC HHI 704 (Uil 3), THEAALSMIE AR T3 2, DUEIRFER IS G
TR = XA B AR A L AR AR, 4 R Bz 26t~ SFE J5 300 BAE Tk
WAV ZERLZAE 86~94% L [H] o £5 3 BoR, HIREERUA ZEBUCR R SR Z %A T iR
B A S AU OG, BNROROR B (B A Zheli s Do i Tl SRk vh O B, 2[R 45 AT 2%
P BB R AR IOCR
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%2 HFMLEY) SFE B (%)

VAA VEA VAP VD2 VD3
B IRAEHL 94.2 88.6 89.3 86.2 86
B IRFEE 5.8 10.1 9.7 116 12
B = IRAEHL 0 1.3 1 2.2 2
4,0UV(x10,000) uV(x100,000) uV(x100,000) uV(x100,000)
' 1.75] 1
351 1.75] ] 1'755
3.0 1.50] R 1.504
251 1.25] 1'2&; 12%
200 1.00] 1'0&; 1.00]
1.5] 0.75] 0'7&; 0'7%
o 0.50] 0.5&; o.styf B—UEH
o.5] o251 N 0.2&?#@_ o5t NN BYAR
o &W 0.00}—————————1  0.00}———————— 0,00} RENER
T 05— 7 02 :\‘ " " " T 7 0.2 :\ T 1
7.5 min 8.0 10.0 min 10.4 min 13.1 15.0 min
VAA VE VAP VD2&VD3

K3 SFE R EE
KiK. VAA-325 nm; VE, VAP, VD2&VD3-284 nm)

el -

\
225-JDetector A Chl 325nm
Detector A Ch2 284nm

2004
vsi AR EhAS A
150
1254

1004

f%

0 WHH

—

T (R B L T B B B e B B B B B B B B B A B e B B
10 20 3.0 4.0 5.0 6.0 7.0 8.0 9.0 10.0 11.0 120 130 14.0 15.0 min

B 4 TiAh4EAE ) Online SFE-SFC i &

[
0.0

XHAEAE R A CERTESE TUR IR M4k A2 2 34T Online SFE-SFC 434, il Bl Ui ] 4 fi 7R
BB BER AR, WG 0 6 min ) ovAEEGS 2, 6 min J5 4 SFC 404, SFE #| SFC
DI oo, mskferss . DAAHURE P AL S 4t IO Cug) KRS I 2 e 7 5 ith 28, 465
Rl 5 Prox, MG EYILES HIMANETEE ALt REF, [BIH R4 R? ££ 0.997-0.999
[8] o
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Area(x100,000)

VAA

5.0+

2.54

0.0

2.8-55.1 g
R?=0.999

0.0

1.25+

1.00+

0.75+

0.50+

0.25+

0.00

EFEMEER

HY 6 /NEEHUEE N AR [F) & ToRP 4E2E IR S A8FE, 5%2 Online SFE-SFC 43 #T i HE & P
MR, 4558 % 3 fin. 4 R, Online SFE-SFC 43 T g 1A 1 4 AF 2 (% Ba It
T] 008 TR AR PR AR AR 22 4 0.03~0.24%F1 4.1~13.0% [a], HnkrEIULZEAE 90~101.1%

Area(x1,000,000)

Area(x1,000,000)

154 VEA

1.0

0.5+

5.6-
R?=0.999

112.1 pg

Area(x1,000,000)

307 vap

2.0+

1.0+

2.8-56.1 pug
R?=0.999

T T
50.0 75.0

VD2

1.00+

0.75+

0.50+

0.25+

T
0.0 25.0

: 0.00

T
Conc.

Area(x1,000,000)

0.0 :

VD3

Conc. 0.0

T
25.0

KI5 T IR A IR 2 2 2R il A 2

Z 18], AT DA A2 RE B T A R K

3 IMIRTETEYEAE R E R AR T AR (n=6,%)

Conc.

VAA VAE VAP VD2 VD3
R B IR (8] (RSD) 0.24 0.15 0.10 0.04 0.03
I T A (RSD) 13.0 5.2 4.1 45 5.9
mEvES 94.4 101.1 100 90.5 90.5
SEFRAE i
mv(x100) Max Intensity : 272 343 mv(x100) Max Intensity : 276,889 mv(x100) Max Intensity : 286,148
] Time 18157 Inten. 3.296) . ] Time 7.604 Inten. -0.019] . ] Time 15757 Inten. -0.502| .
Ich1 (325nm) Ich1 (325nm) Ich1 (325nm)<
2.5—_Ch2 (284nm}) 2.5—_Ch2 (284nm}) 2.5—_Ch2 (284nm)%
20] 20] 20]
<
15] ¢ a 1.5 Il 159 U
o] o] o]
. ool s .
] N ] r . L ] 3 -
0] gf| oot — | oL g
- 4 ™ 4 ™ 4
100 150 min 100 150 min 100 150 min

3

3

Kl 6 MR gE Ak 2254 A fR {8 & & Online SFE-SFC ik ]

(kK VEJGH: e VARH: £ 48R
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2

AR SCAEFH 573 Nexera UC Online SFE-SFC R4 T 4itE R A LIREESE TR favis v 4k
R WITE, ZITESEIURE AT AL TR (SFE) MIBERMHT (SFC) FELEE, HIEATR®
2 B AT AL RN 43 M B e T 1 22 Bl R VA M 4k A2 2SR B T R 04 . Online SFE-SFC 4y
177 2R AR MR AR R 4R A 21 A PRod A I - B, 250 B 2 AR L RS ATk A
RS E
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Nexera UC SFC/LCMS-8060 | %2 Ly H ] 25-OH 44 & D3

FHE: AL T P B I A A Nexera UC F = 5 PUARAT T 31X LCMS-8060
X H [R5 My v 25-OH 44 3% D3 & &, Jriktiidl, 24, HFFES, A NREE
0.9 ng/mL~90.0 ng/mL ¥ FEVu N 2 H bRl i 28, 28vER4F, M5 RE0N 0.9993. i i FhAE
ZRPERE S EAT ) AR, ST 4.68%, EILME R

SR R e = HPU R 25-OH 4EE % D3

Y47 D (Vitamin D) RJLEAKR A UREPF LA DM EEFRE, LHELTERKK
BIEENE, 22K IR A7 SRR, 5 HgiE R D KF
S, M FECRR Y. 25-FR 34 E R D3 R4EA R D3 M—FEMIE, 4E4: %K D3
RIEEREATEY, HEEREEERRE 125- #4445 K D3, wRIE JLE4EEE D K
&, FhAmNMEAEA R D KPR, ATHTILEA RN BRI JLEAER D BEFRRN
W, A BT )L AR B AR IS R 3R BT OB IR 4R 5 0 R E o R S 4E 4R 3 D
WA BY TR R MR I L 05 RN B W R 3R 20 A, PR T LEE A0 . PR R . 30K
BN AR | BN RIS R RE I L 5 DR B R DR AT, AT B IR PR T T T
B 7 R RGBT I A2 PO €60 B 3% P R ARG AT 25-F 36484 5% D3 il
5T, fHTH C8 CL i M AT KARARIERE 0T AU @ C18 (i, /MAHUIERE R S SR
SRR, AT RERERER, DR A R AR R
1. SERE
1.14x 58

ARSI FH A I S €% 4 Nexera UC 5 = 5 PUARAT BT 54X LCMS-8060 X R4t .
HARFLE N LC-30ADss I 5+ CO2 ¥irifiZ, LC-20ADxr 415, DGU-20As TELL LS,
CTO-20A #Eif4H, SFC-30A Ml ik K16, CBM-20A R4u4EHil#s, SIL-30AC
H 238, LCMS-8060 — MM AT 1%, LabSolutions Ver 5.80 ik T-{f ;.

1.2 oy ¥rokt

B S 2%

4, i k. GL Science Inertsil® ODS-4 R R

3.0>60 mm, 2 pum Time Module Command Value

o M ) 0.1%FAHEE (Pump B) 0.00 Pumps Pump B Conc. 7

. . . 1.00 Pumps Pump B Conc. 7

it J#: 1.5 mL/min 3.00 Pumps Pump B Conc. 19
3.01 Pumps Pump B Conc. 60

1)k 77: 10 MPa

tH ) 4.00 Pumps Pump B Conc. 60

HEFEARAL: 1 ul 4.01 Pumps Pump B Conc. 7
5.00 Controller Stop

¥ iH: 45.0C
Vet 7= Bh Ve
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R %A

ST LCMS-8060 IR FE 300°C
=T APCI(+) PR 150°C
BT OB +4.7kV P Z I CMRMD
A /S 2.7 L/min I3 B s [1] < 100 ms
TS /S 4.8 L/min JEFR I [A] : 10 ms
fill 48 =, A MRM Z%f: 21
IR IR 200°C
* 1 1b&Y MRM 3
&% R CAS MAET BT QlPreBais(V) CE(V) Q3 Pre Bais(V)
. 383.40 -29.0 -11.0 -15.0
25-OH VitD3 19356-17-3 401.20 .
365.45 -15.0 -12.0 -14.0
25-OH VitD3-d3 _ 404.20 386.35 -30.0 -10.0 -20.0

L T
2 FFEMEGR

2.1 XTHVEWR S AR VR EC A

DA PR A AR, % 1.0 mg/mL 25-OH VitD3 M d3 WARL &I Fks, Hbs
b &WIFFN 1.0 2.0 5.0, 10.0. 20.0. 50.0. % 100.0 ng/mL i %&i. PWhsfb &N
200.0 ng/mL fif %, BU& R A 90 uL K W FRIETR 10 pL R A, WABRILIRE
409, 1.8, 45, 9.0. 18.0. 45.0. 90 ng/mL XM SV, PIARIKEE N 20 ng/mL.

2.2 FEAHI&

FERATACE 7% B 100 L AIME, SO 10 uL W ARE SR, B 200 pl, Jjie 1
min, JIAIECKE 400 uL , &fiE 1 min. 4°CF 12000 rpm &0 10 min, [FEI ETER. =i

N2 T, 100 pL SRR, B B T.

2.3 25-OH VitD3 4t i &

A_ Chromatogram | Sample Info. |

Max Intensity : 1,198

[Z301.20-365 45(%)

1250
10004
750-]

500-]

2504

Time 0.113 Inten. 300]

(DB 4

M)

J_ Chromatogram Sample Infa.

Max Intensity : 1,809

2”””‘: Z-401.20-365.45()
1 750—5
1 500—5
1250—5
1000%
rs.u—f

500

250

Time 2.820 Inten. 518

)

1 0.9 ng/mL(1) % 1.8 ng/mL(2) 25-OH VitD3 43 #ir 1% &
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24 FHIRFEEHR

241 RIERRER
2.1 XRIERS W R ECH] ” BEAT A PILS HERE o IC 5 5 N FR I AR EEE
AR P 5 e T AR PEABL AR AR Bl VA 2 Rl b if 2, S5 2R AR o

B <> Quantiative ResultsView  Iog 2 W[ ik} B <> Method View - Compound T able Lo View | (@ Edit
Datai Data Filename [ Conc. (ppb) | Std. Conc. | Accuracy[¥] | Cal. Point||rntegration |Identification |Quantitative | Compound |Group | Performance | specti <[
1 1-1.1ed 0883 ] ] & -
g 15 1ot R ] e = s 3 Hame Type ISTD Group .;'z Ret. Time
3 o1.1ed .75 1s .4 7l 1 VIE-43 ISTD 1 404 205586 35 1.045
) o7 1ed ez e 151 = B VI3 Targst 1[40, 205365. 45 1.058
s 31.1cd P 45 9.5 =
B 32 1ed 4371 45 971 &
T 4-2 1led 9,562 El 106.5 [#]
B 5-1.1cd 19,724 [E] 109.6 =
9 57 1ed 17.810 18 959 [¥]
10 6-1.1cd 45,906 15 102.0 =
11 6-2.1cd 46,353 (S 103.0 &
12 T-1.1ed 84980 80 94 4 [#]
13 T-2.1cd 90. 481 i 100.5 ]
Awverage 25 294 99.5
#ESD 126, 004568 5. 650813
Wasxinon 90. 481 109,58
Minimom 0788 8T 6
Std Dev 31.871305 EHEH
4 I = v 4 I 3
B < Chiomatogram View B <» Calibration Curve/S pectium Yiew
J_ Chronatogran | ] Sanple Tnfo A Calib Curve | § Spectrun
¥ = 0.044751 74 + 0.0392935
i Maxntensiy: 78198 | Type miz Inten. | Actl 1°2 09383861 108934273
Time nten i 401.20=265.45 | 77387 | 100.00
[2:401.20-365p045(+) - Area Ratio
750004 Ref1 | 401.20-383.40 | 202014 | 261.04] %
2]
50000-{ T e
2]
25000
- s
0 &
1 4 .
T T T T T T T T T T T
1.0 2.0 0 10 20 30 40 50 60 70 80 Conc. Ratio

242 HHERBEE

fe 2.0 XIS PARIEIORCR” 1) 25-OH VitaD3

P 2 25-OH VitD3 £k 43¢ R K HERf 1%

m PRI QC Hdh, 1.0,

10.0. 80.0 ng/mL. REAMIKEERAT 6 MEADHT, TS =HARPEARHER 2R, 115 QC ¥+
SR E R, SRR, SRR SRS R, 45 R 3.

R 3K ER AR

& LA E  RSD  HkW#E RSD TR
(ng/mL) (x+s, n=6) (%) (xts, n=6) (%) (%)
1.0 1.09240.043 4.13 1.04040.049 4.68 95.5~115.0
i 10.0 9.73440.317 3.26 9.63740.322 3.83  94.9~101.9
80.0 80.964+1.746 2.70 81.05940.802 2.62 98.5~101.8

2.5 FERIRE R

X 3 RIEA R IS FE M, 3% 2.2 FEHIE” TN TACEE, HBEAT SUREAS 23 #7107
th 25-OH VitD3 U &, I 5E 25 R L3R 4.
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R 4 FEAIINAEE R

W (ng/mL) KIE A KJE B RJE C
FEAS 1 30.64 14.81 11.29
FEA 2 31.34 14.67 11.06

3 ik

KH S A7 Nexera UC &R45 [ LCMS-8060 — 5 U B AT i B FHASC 2 57 40 A1 A I3
1 25-OH VitD3 & & 1) /515, Ikl s, ZrERar, HEIEL, FramiEieDd. A
R FEOREIEAT 238, A BIREER, VEFIEAEN, BRBEALT . T ReHERA I E L3 T 25-0OH
VitaD3 &, BT v I R A & 245 75 R 45 4R SRR L.
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BARE T

BUHEPTIR TR &S E A P
R, BEESWAES T HEEE o E
BER . SR, BT IR SO R
WELZ DL — RGBSR & 5 R 2, B
Al FH 55 24 L R AE 24 T & A0l A ke A7
o B 20 S 1 s & oA
FEWTR TR, XA N A B 3 B
BT, 1M EX & Ol 1 R R R A A B R R K e . TR BN s
B o5 G AR E AR E G EEAPUAE R BEIEE, BRI, b Ak
AP R 2 ELm i . DR B4 40 F 5 24 5 EUE T
BHAS IR 5% B AE IR B b o £E3T 15 4F~20 4F, IR B s 245
PR EHRIMGE T E, 2. 8. S RAE.

N T SRE LR s, IRBESH TR Ay, LA R AR T SR
BNADVRAE B i F A B 7 VRN 4 BRI 7 92 2 [ SRR DG R BB 1] S AH S A 40 Bt
TAREFSLFE SR B AR, FF 5 1AL B AR S R 5 25 5% B 40 A (1) OGS D IR, B 42
Wa ST R A5 SR, T 24 B R AN AR AT AL R T VR TR L B4
#HL. QUEChERS %%, 7> #71 /724145 HPLC. LC-MS. LC-MS/MS,GCMS £ 7%,
B B K SR AN AR AE B, LC-MSIMS (1943 87 7 2B e 22 1) o7 P 3] 28 7
RS, AL K bR e SRTIAL ST AL BE T A AR R K B4
WRZ S, HA N ASEE IR T e 245 RA T M.

Nexera UC Online-SFE-SFC/IMS 54t s i 41 t (1) 78 26 8 i T U A4 25 B -8
it ﬁmzlsé LTSI R4, HA M@ IR A ZEE (SFE) HARGE. &Rk,
RO PR TR V5 G/ NGEARE RIS AR R R A T AL PR ) B, I A - o
PEBEH (SFC-MS) HEAT BRI m 20 B ARG o A5 USCGRAE F i R Gt AT 7S A
Rt JFe A 24 1 5k B A P N FH A i LA S 2%
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Nexera UC Online-SFE-SFC-MS 7E X By H g R 2R 265 M %% B8 A
A

B OB ASCE{E A B Nexera UC Online-SFE-SFC-MS Z 4 137 1 X9 A h il 2 25 15k BE
R B3 M )73, %3 Shim-pack UC-X SIL faiid:, FEEME SR, midguib skt
BRI IR AL B . T4 RN, 13 Fiiififie S 254 SFE MAEEUARAE 50.18~63.52%
i), FRE kg, PR B I ) A AR A A AR Al 2275 0.041~0.095%7411 6.789~11.830%
T o T 418 FP A e R i () — PR 4L BE /E 5~100 ng Y BRI P, RIS 25 WI7E 5~200
ng VOB N RIF, HISERE R KT 0.995, hibrEICRAE 77.3%-117.1%2 1] .

4. Nexera UC SFE-SFC-MS Tl iz 255k i WA

MR AR AN A i B 25, A BEAT B Il 57 UL 4 A€ BX (Supercritical Fluid
b AR pE LR T IR B 258 R Extraction, SFE) , AT RAK K& 6 25 HUR [A],
ININGRER IS BRI AL, SRt EeA IF HAS5 a5 UE A L, B
At s, R E AU . R SRR R

HA G B A TR 28 5 3 R 245 1 5 » AR Nexera UC Online-SFE-
HahP & i bk B 29T BEXT AR SFC R GE, AL T sh Witk & i h i 252
fid FE i B FE I fE 3 BB I 3 A T 2R B AR ROCR &

A AR AR YE . my s R W ERIARIER . B SR
R R IG F SEA BTV A BGA R B AR

1. SER%H

1.1 X3¢ NexeraUC R4

HARFLE N: LC-30ADsr (CO, MiiliZE ), LC-20ADxr CHiivliZE, & LPGE fILJEH6E Ll i),
LC-20AD CkMEWHiIATE), DGU-20A5 (FEZEM ML), SFE-30A Gl A A2 HUR TG,
SIL-30AC (A Zh#kRERS, 5 uL E B, CTO-20AC (FEiRAH), SFC-30AX2 (¥ ™1 #.70),
CBM-20A (RG#% M%), LCMS-8050 (= HPUMAT 1), LabSolutions Ver5.86 (i 1.
(DN

i | |
) . ;
EamE 1
: !

—— . —

Kl 1 Nexera UC Online SFE-SFC-MS &%t

1.2 SFE ZE %1%
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OB
B

B

1.3 SFC i %A

LSRN
W A
it B AH A
JR VM TR
Fi: B
e M J7 5

: A-scCO2; B-MeOH
: 5mL/min

: 4 min

: 45°C

: 3 mL/min
: 20 MM ZERER H RV TR
. 32C

* 7 min Z RN SFE i un

1.4 Bisot9

ESHE; JHQWIJ

_Bﬁ NI

: Shim pack UC-X SIL 4.6 mm L.D.x250 mm L., 5 um
: A-scCOz; B-MeOH

A/B=90/10(v/Vv)

ANV E . 0.2 mL/min

E1
H

J& .

A-15 MPa;B-40 MPa
: BEEEVEME, 10%B(7 min)-20%B(17 min)-40%B(19-20 min)*

EX Y K: A-15.0 MPa; B-15.4 MPa

R 1B TS S
No. 2K Ey & i MEET  FPWEF QlPreBias(V, CE(V) Q3 PreBias
N .. 251.1 156.0 -17 -14 -16
1 T e s g Sulfadiazine
251.1 108.1 -17 -23 -20
. . 250.2 156.0 -17 -15 -16
3 TfLkE Sulfapyridine
250.2 92.1 -17 -26 -10
. N . 265.1 156.0 -18 -17 -16
3 T AL Sulfamerazine
265.1 92.1 -18 -29 -18
N i 2711 156.1 -19 -15 -28
4 T e e Sulfamethizole
271.1 108.1 -19 -22 -19
X . . 279.2 186.1 -19 -16 -20
5 e = FmEng Sulfamethazine
279.2 92.1 -19 -30 -18
. . . 280.9 156.1 -18 -17 -16
6 il A AR Sulfamethoxypyridazine
280.9 92.1 -18 -30 -18
L 284.9 156.1 -19 -14 -16
7 TR MR Sulfachloropyridazine
284.9 92.1 -19 31 -17
X . . 3111 156.1 -22 -18 -30
8  THIAT — H A s Sulfadoxine
3111 108.1 -22 -26 20
. . . 311.0 156.1 21 21 -16
9 T[] H A e Sulfamethazine
311.0 92.1 21 31 -18
X 254.2 156.1 -17 -14 -16
10 Tl RO Sulfamethoxazole
254.2 92.1 -17 -27 -10
X . . 301.0 156.0 -20 -15 -16
11 hErErEm Sulfaquinoxaline
301.0 92.1 -20 -31 -19
. - . 281.0 108.0 -14 -26 20
12 Tffi ) H AR s Sulfamonomethoxine
281.0 156.0 -14 -18 -30
X . 281.0 156.0 -14 -18 -30
13 TN A s e Sulfameter
281.0 108.0 -14 -29 21
X . ) 314.1 156.0 -17 -14 -16
14 TfEAR I 4mEnE-D3  Sulfadoxine-D3
314.1 108.0 -17 -23 -20

ZR 58
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2.1 Bk e

(x1,000,000)

6.0+

5.5+

5.0

4.5]

4.04

3.

3.0

2.5+

2.0+

1.5

1.0+

0.54

0.

7.5 10.0

T
12.5

I D S
15.0 17.5 20.0

K 2. s aig® (20 ng, 5 min-27.5 min)
(ISR O RN 1 RERGIEE, 2 BRGNS, 3 M FPEmeng, 4 BEfg e — e, 5 g — g,
6 ML MER, 7 REIGAN — I AENE, 8 iR A MRRE, O WM UM, 10 RESMENEMR, 11 R A

2.2 FrEmiZk

WA, 12 T ) H A E 13 Rl AR IE )

(R
225

(R
25.0

min

ARSI TR 13 PR ML T AT, AR EMIE RNk 1 R, B
Fhmith i, R RO R, PR B R BV E R I\ ZE B AT 40 A, SR P ) — 4
MEE-Ds APAR (50 ng), FESTARMERNZE . ARiEREZELRME S R KT, HISCAREII KT 0.995,
T v i 2 v Bff 2 7E 90.5%-115.2% 2 [] .

2. ekl 2 SR o8 R AL

No. o LR yv— — Accuracy
(ng) (%)
1 e 5-200 Y = (0.0944151)X + (0.000698749) 0.9997 95.9-103.5
2 e 5-200 Y =(0.194423)X + (0.00119763) 0.9991 93.6-103.0
3 Tfik P ke 5-200 Y =(0.191910)X + (-0.00154979) 0.9993 95.9-107.8
4 Mg PG 5-200 Y = (0.159397)X + (-0.00575447) 0.9982 91.0-115.2
5 il = H g 5-200 Y =(0.380121)X + (0.00703148) 0.9965 92.9-110.0
6 Tl A A 5-200 Y =(0.0877322)X + (0.00199301) 0.9998 96.4-103.5
7 WEESNA 5-200 Y =(0.112623)X + (0.000409920) 0.9994 93.7-104.5
8  TRAR — W mEE 5-100 Y = (0.565106)X + (-0.000880027) 0.9996 96.8-106.0
9 Tifik(E] — A R E 5-100 Y =(0.494316)X + (0.00859373) 0.9998 96.4-102.8
10 fififii RO 5-200 Y = (0.0958925)X + (0.000938959) 0.9997 96.4-105.5
11 T v ik 5-200 Y = (0.0726394)X + (-6.23389¢-005) 0.9992 93.7-105.4
12 Ff(a) R A s 5-200 Y =(0.276390)X + (9.59051e-005) 0.9993 94.9-103.3
13 N R A s 5-200 Y =(0.192781)X + (-0.00281988) 0.9977 92.8-109.1
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4 0érea Ratio(x0.1) Area Ratio(x0.1)

3.0
2.0

1.0

00 ] ' ' ' ' ] ' ' ' ' ' ' ' ] ' ' !
0.0 2.5 Conc. Ratio 0.0 2.5 Conc. Ratio

ik e e v Tk fFe P Bk I g

Area Ratio(x0.1) Ai\rea Ratio(x0.1)

3.04
2.0-

1.04

00 1 ' ' ' ' 1 ' ' ' ' ' ' ' 1 ' ' '
0.0 2.5 Conc. Ratio 0.0 2.5 Conc. Ratio

i ffe FH S A R ik f S

3. AR T bR v Hh 2

23 BEHM
B 5 ANZEEURE AN N AH [F) 1R VR A R R, %2 Online SFE-SFC-MS 43 HT i S & 14,
SERINE 3 FiR. MHT45 BE W], Online SFE-SFC-MS /3 S BN, {5 B ARk ) 106 i
FRI KR HE (i 25 7E 0.041~0.095%F1 6.789~11.830% 2 [f] .
# 3. LREI I () AN E AR E Z 1 RSD% (n=5)

No EMEIR R E i [A] IETE AR
S 0.061 9.247
2 AL 0.059 10.611
3 i A AR 0.071 9.234
4 i R g 0.041 11.830
5  hfi_ e 0.062 10.309
6 i AR 0.060 9.664
7 THEEENEGE 0.062 11.349
8 R4l — M 0.078 9.082
9 I A 0.086 10.187
10 Tifi BT 0.073 10.123
11 FE R 0.071 9.089
12 efgla) A AR g 0.058 11.481
13 gt A A 0.044 9.491
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2.4 [ERR
FREUAS IR AAE & 059, MM S 25%) 100 ng 1A FR 50ng, B 1g WR/KFIEHE:
MR G, FENZERGEAT T, ARSI 4 FrR. BRI, FES AR E A
7E 77.3%-117.1%2 8], AHXHARAER ZE1E 2.17%-12.91%, BEUSIH L FE 5 E BT I ER .
4. FREE (n=3)

NO. B2y X BRI % FAX IR AR 2%
1 it friz e g 77.3 8.15
2 Tt ez it g 79.1 7.88
3 T Jiie P ks v 104.5 6.34
4 i g R g — 116.5 5.21
5 Tt friz — FH e g 91.7 5.97
6 bk Jie P Ak 99.4 3.97
7 it e S A P 87.9 9.43
8 T Jiie &40 — R S g 117.1 2.17
9 Tk i ) — RS i 94.8 5.57
10 TEERRH M 75.3 6.07
11 fefe gk 92.4 8.94
12 i A) FR AR e 89.1 10.51
13 fEflen F AR e 78.9 12.91

2.5 ZBUHFE

NFEGEBRGEFRA T SFE XKL A BURA, il 5 R0 A — A HUHE N A V) 3EAT
% IX SFE-SFC-MS I 70 it (W&l 4), TH5ES A SRR I LK TR 5, FHRAERUL G
e T AT 25 R A B 1R 06 T AR AT LR AR IR
R 5. MR ZYIRERE (%)

NO. ZFR F—K B F=R E I/
1 ke 59.61 32.38 6.93 1.09
2 TRk 61.62 30.82 6.54 1.02
3 Tkl R AR 59.16 32.92 6.91 1.02
4 il R 50.18 35.40 11.39 3.04
5 ik 60.80 31.91 6.35 0.95
6 T F A Mk R 61.33 31.08 6.57 1.01
7 TERRSMRE 61.22 31.24 6.57 0.96
8 kAL A M g 60.63 31.85 6.63 0.89
9 i) AR g 63.52 29.68 5.95 0.85
10 il R e 58.54 32.79 7.48 1.18
11 b 61.21 31.72 6.19 0.89
12 il n) R A ms g 60.78 31.79 6.43 1.00
13 il A s g 59.41 33.06 6.49 1.03
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(x1,000,000) (x1,000,000) (x10,000,000)

7_5; 7.5; 2.0+
] ] 1.5]
5.0 5.0
1.0
i 1 ] 1 1
251 2 2.5] ) 2 o5 2
A 3 A 3 A 3
0.0 4 0.0 4 0.0 4
16.0 15‘.0 mih 15.0 15‘.0 min 1&.0 15‘.0 min
Tk Jre e g Tk gz FR g Tt e — R g

] 4. SFE REHURR H 52
(R 1-4 ARIRNERE— 2 3 VIR FEELE5 )

3. &1

AR SCA# ] Bid Nexera UC Online SFE-SFC-MS Z 48 V. 1 X DA Hh gk e S5 245 4 k. B A
W3 HT 75, T VESEDURE AT AR (SFE) FIBERL M (SFC) FELREEA, faifb T XS PIFE
AT AL FES T2 . Online SFE-SFC-MS 4317 75 2\ T LAT &S 24 M ke BA A (1) RO ARG - B, 1%
JHEFRA AT RERAT W JGRT 13e 5%
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. HAba

\l

Nexera UC Online-SFE-SFC 2 B4k Hi 1)
AL, QU IR R R I PR A (SFED
LRI FUm A it (SFC) HEATAELRER T, S2Hl
R S Ak R U AR TR b A HLES
A, M T AT ES R AP IR . SRR A T
R 158 AT A AR AR 2 R DL T #E,
JRAH SR AL 1 4 AR o AL R+ i

Wi FAMEIE AR (SCP) MIRFERT Nexera UC R4 IHE s {15 — L6 {5

& 5 77 VEAS Ty kil BRIGTEAE I R A (R & 23 A 45 DS LA A T RE
A4 F Nexera UC Online-SFE-SFC R 4wt #iil Q10 KA T EIL W)

R 1) 24 S35 Vi S E R e P ST, AR VAN R T LR, AR AR DR A

Tz
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Nexera UC Online-SFE-SFC ST A g EEW

WE Bin SRR AN TR BRI, SR SRR AR RO A A
P s o BRIA MBI S 5K (31.1°C, 7.38 MPa), HAEZMHEA, AL, 8. k.
Ao WEIETE, VRN 2 T & t. £EIG FHRAZEE (Supercritical Fluid
Extraction: SFE) FligIls S /A €% (Supercritical Fluid Chromatography: SFC) i %74 H A
HEHG . — B LCRIRATRLE B 452X N 14T SFE M1 SFC 437 . 3F H. SFE H SFC 43 JiI1E Ky
TAL BRI VER 3 M 5%, )8 T 58 AN FE I TAERAE . MifE NexeraUC H, ¥4 SFE il SFC
FELESE, RNTALEER] T I TARRAREAT T8 G . A SO EIRN 2848 A NexeraUC HITEZL
SFE-SFC #E4T 734t 7191 o

@A (ELR SFE-SFC RN Eh&Y) HHilE Q10

FELR SFE-SFC

Kl 1 JfEZ SFE-SFC 2t ik Bl o HH IR %N, 1220 R GE 2 0 24 I St Ao it 25
R EIATRERS , KB BINIFEEL BN SFC F ikt SR )5 BT 7 B A DI
Jiike il 1 R, FEARE T — R ERAET, 3 SFE BT N B IREEAT RS )
BB AT 0, B I R T N A 25 LS RS HEAT BRI B A AR
(Static extraction) A1 [ Z U2 # HHE A VLA fa 7 22 BV ) 345 2 HX ( Dynamic extraction) .
X AELL SFE-SFC, REFE i R AN HTAL (A 8 T3 &2 H. RIONTELL SFE-SFC i1 E i
BT AR TIAL B, RIAT 58 NS EZE 2r B A iR R, JF ELSEB T E AL, AT R R sk
DT HAESER. S5, BT REEIERDE. TR TOKIIEL NEEAT 4, FroA T 2 g
Gy BN A B Gy KR EA TR A S o A AR B A 28 RS F B9 4k SFE, J0 R 18 F I &
FEsh, L B AR AN 2 R AR R, AT AT DLSE B i R BB 43 T o

More than Ambient
CO, Pump Extraction Vessel 10 MPa pressure
@ |

Analytical column

& | | -
Valve Valve l—‘ ] ] I l b

) Oven UVv-vIs Back pressure
SFE Unit Detector regulator

Modifier
Pump \

Liquid-CO,
Cylinder

., ., agm s 5, 1
o To
umps Column
(@ Standby (2) Static extraction (3 Dynamic extraction (@ Analysis

K 1 fE4; SFE-SFC ZRZimKE

Xk R R EE Q10 REATHELR-SFE-SFC 43T
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] 2 Jyie R AL QIO GZ RO Iy | ¢

o

gk ], H g AT

FALTEEG QL0 GZED. AMlh, 4 7 O
5938 1 v B SFC 43 B 0 AE 2%
SFE-SFC 3 #rwf & F4h 78 71 BT & 1
SR QL0 HEAT T 40T, 3K
VSRR HL-SFC 43 T H) T5 4k B 8 1 U

OH

Reducd coenzyme Q,,
(Ubiquinol Q,,)

Reduction

@
—_— AN

Oxidation

N H

10

Coenzyme Q,
(Ubiquinone Q,,)

Kl 2 Hillg Q10 45# L HeAb K R

FE; R LAt B 4 g SR s A L AL B Q10 ARuER: i 15 21 1 (il ..

R 1 IBFIZER-SFC 73 s

% o Nexera UC SFC-UV %%

h 2 F Shim-pack UC-RP (150 mm L.
X 4.6 mm 1.D., 3 um)

/s . 40°C

% oM A . HEE

i i® 3 mL/min

om R ¢ 5% (0 min)—~50 % (5-8 min)

BHEMTHRES 10 MPa

T oy s UV-VIS (220 nm)

N

uV (x 100,000)

Wi
151 1.Coenzyme Q10
2. Reduced Coenzyme Q10 1

Supplement sample |

—) L~ N —

0.5 4

Standard solution of Coenzyme Q10

00—

T T T
0.0 25 5.0 min

It Py 74
ZEE (5mL)

AR (5min)

i 0.2 pum)

FEFESFC (1 pL )
Kl 3 VIR R

uV (x1,000,000)

2517 Wiz ‘F
1. Coenzyme Q10 ‘
207 2.Reduced Coenzyme Q10 |

Supplement sample ‘

0.5 S 6} GRS

Standard solution of Coenzyme Q10

0.0 7]

-0.5 7

T T T T
0.0 25 50 75 100 min

B 4 i3 R REEL-SFC 43 A1 21 i) 3 1 5 ilid EZk SFE-SFC 43 #7452 1 o i ]

I3 K E RN TE A e A B AN A Y I Q10 FRAERE S VAV 5 L TAEUEAR b,
AT SLESRTIEARIT AL, H59T T HIDEARR AR HUR 3% )5 BEATFELL SFE-SFC 7. 3K 2 NTELL
SFE-SFC [ #racft, B 5 Syt FReh se s A S A L4l Q10 FERE w15 2 (i & o

* 2 {E4 SFE-SFC 4 HT 4644

¥ Nexera UC fE4k SFE-SFC-UV %%t

A % . 02mL
FEE (Antef) 5%)
W . 3mL/min
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BEEMTHEEST  10MPa
F O OB OF : BEFEI 0-2min) —3IAFER (2-4 min)
SFC
& B ¥ : Shim-pack UC-RP (150 mm L. X 4.6 mm I.D., 3 um)
UEd w . 40°C
it &) o ABIGR CO2 Wifk; B-HEE
i #H . 3mL/min
mom & F : 5% (4 min)—50% (9-13 min)
BEEMTH/ES  10MPa
far b 2 . UV-VIS (220 nm)

Zi BRIk, (ERFAEI-SFC 2t b, i JE Yl Q10 £ A MU i SE AL M AL N AL AL A
B Q10, Tm{EHI{EL SFE-SFC 7 At P sl iy I AN K B, ATV E AT AR, 70 A
Rl AR, A AEL SFE-SFC REUSXT A EE ML S W LR 45 IRSH Rt T b

AFHE (PR By dth e pr &R AT A F (GADC) M L-496 HH RS
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Nexera UC Online-SFE-SFC-PDA FET& V& I IE 1 1 B2 FH

BB MR 2 SR E A Ay, ARSI R AR BN —E Ty . — MRS
FHT (AR BB IAR SR AL, P R A ML AT (TOC) Bl kA
Rk (HPLC) WHEFH AT 4T IEAFoK el F el 1 b 590507, Frbl@id HPLC
BEATVPAS I 5 V0 )12 R o TEMMTRT, 7% B R o AT AE . TOUAh B 10 R B I 7
ZEHL (SFE), 1] LA ERIE M A HL H ARy 10, 76 SFE Ja i 78 2% i FH #R I S € i ik
(SFC) #4741 #T, RFEAE SFE it ERE M SR AT HTas 9L, AT — K P 58 B Tl AL 22
B M TARRAR . A SCIR A A ABE SR REBR BN N W B AR, 65 1A HF R 58— 20 {
Nexera-UC FPE ik R G170 Ak B e .

KT /ELk SFE-SFC-PDA JEVEIIE Hidk KRR

BT B A
: Mz it AN
fERI R i (SEC) Apfiofr, gy &1 WTIRIRGIELIN SFC A bkt
e kb L e . Shim-pack UCX Z %1 €& i
i BRI AR A A2 2 1 0 AT &5 R mT SR 11 (250 mm L.>4.6 mm LD., 5 um)
REEE. UL RIVER LURE LR g)D‘S’C;;;igW%%E“
AR, M 4 P AR AT 1 b 2 R IR (i) UCX-GIS (ODS),
(1) SFC 4718, ¥ IRAFH Shim-pack UCX- (v) UCX DIOL
SIL fEARBIR Gt S3Sh, MBRREAHTRE T A W AR CO2 I B
IR I o N
A EEE R, PIAMRIE R RN =% . 3.0mUmin
iy ) oy g - A . 40T
BEHSFIMER, IRRENREAR, eer o R 0E
Ey R, By THRE RS R, J{RERE OB W A . UV-VIS (220 nm)
. . . R . EIx
KR ERER . M LidE SR, XHEA Shim-
pack UCX-SIL skt ihitl, XA
T fE£%-SFE-SFC 43 #fT .
(i) UCX-RP (iii) UCX-SIL Injected sample:
- | oy 1 pL of 1% standard sample
!/ | RT :7.87 min 2| | RT :8.56 min
ol ?{ 167465; "5 q," (5)98095;5 Time program:
o | 5-50%B (0-7 min)
of ——— 5-40%B (0-7 min)
{ - | , 5-30%B (0-7 min)
(i) UCX-GIS (iv) UCX-DIOL 5 ;2
w‘ RT :ND ‘?» RT :7.96 min ; 10
| N :ND | [N :48053 ’
ol Tf :ND © | Tf :0.692 )” = = 7
| | Time [min]
Abbreviations:

RT : Retention time
N : Theoretical plate
Tf : Tailing factor (5%)

1 Ke ORI PARRAERE R 7E 4 AR (il AE 1) SFC 70 B4 R L AR
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Xt e BRI I Tk T 4R -SFE-SFC 43T
i T R R 4% 10 Shim-pack UCX-SIL 1E N4 #r o iiA:, Xi#ELk SFE-SFC 2
WP SRR TR, FRIEER 2 TR ISR IEAT 0 HT .

200 pg of alkylbenzenesulfonate added in swab

\

Swab blank

25 0 25 5.0 7.5 min

B2 ek RIRER IR fE 2k SFE-SFC 20 Hr

5.0

% 2 7E4k SFE-SFC 4 #r &1k

3.0

25

uV (x 1,000,000)

100 ng of alkylbenzenesulfonate

70 80 90 100 110  min

Nl

$2R
F3IR
= $Lax

[Hil 254 ]
A7 REHUA A 10~500 pg ArAAe: i 1 FH R i
B BT IR A BUR G ETRE H SFE Ht,

[FAZEI]

ZIETE ¢ 3 min

B : AUHIESE CO2 JiidA; B: 0.1%(wiv) H
PR H

B Conc. : 10%

Mbu : 3.0 mL/min

BE : 15 MPa

(A%

ZHUE 2 3 min

Bl : AGBIG S CO Jifh; B:H

B Conc. : 10%

ki : 3.0 mL/min

HE : 15 MPa

[SFC]

[ENY s : Shim-pack UCX-SIL (250 mm L. X 4.6
mm 1.D., 5 um)

B : AGHEIE S CO2 WAk, B

WHEFEF ¢ 10 %B (0-2 min), 10-60 %B (2-7 min),
60 %B (7-9 min),10 %B (9-13 min)

Mibud : 3.0 mL/min

FEIR : 40°C

HE : 15 MPa

Foril] 4% : UV-VIS (220 nm)

80

Kl 3

1EZk SFE $REUHE

mAU |-
3.0

251

2.0

-
\| Dynamic
Ext[actiqn" Extractio
V

Static

SFC
Analysis

h. 4

|
Alkylbenzenesulfonate f\

Peak Area(x10,000,000)

1.50

1.25

1.00

= 0.996

100 200 300 400 500 pg/Swab

500 pg
200 pg
100 pg

B4 7r%k SFE-SFC 4r #4145 53

mAU
20

Static

1 \ Dynamic
_Extraction / i
14
Ve

0.5 1

SFC

=55

-2.5 0.0 25 5.0

7.5 min

5 fEZk SFE-SFC & M a5




TP 2 W7, RTHE PR A bE I R R AN (1 i 7 25 R 47 . 1813 JRWRIN T 100 ng fedik
IR ERAN K [R]— 47 (112 X Online-SFE-SFC 70 M4 . eIl A0, 7658 — REEHUG A ekt
TN B e F KRR AN, BRIHCRT LRI, REEHEAT— IR SFE JLT#inT LUS A& 2EE itF
78N 10~500 pg FIKEEIRRERREN, ZEMEdE 4 B, %IGHE A AR ECN 0,996, & 5
DELEMEARINT 100 pg FeiE RN 1 TR RIS . R R S A ERULTE,
PR EA N ] ) B2 19 0.19 % RSD,  [HARE E 14 5.76 % RSD.  HHIL A A1, Nexera-UC 7EZ
SFE-SFC HRGAEH & G 1Z KM M.

ARG (bR BEEdE AT BRI Aty (GADC) N F#TE L-499A FRiFf i s
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@ SR UEIE (hE ) BRAT /B (EE) BRAT

“

EMS Accreditation

JA

RE009

o

NATIONAL
ACCREDIATION
OF CERTIFICATION
BODIES

AT =T3R4 IS0 TALE

1ISO 9001
JQA-0376

http://www.shimadzu.com.cn

=

ALECTTEIH XSS A A 16 S rb [E] A 5K i 14F

S Ecwis . 100020

H1i% . (010)8525-2310/2312

. (010)8525-2326/2329

Ltig

LT VG B 570 S LLY) E B

BTG : 200052

i (021)2201-3888

fE3: (021)2201-3555

TEBH

TR BT SR 167 5 LT BB AL 01 12
B Ecmis: 110001

Hi% . (024)2383-6735

5. (024)2383-6378

)il

A TS G ™ Ml 45 X fritt 385 WA B R AB A 1 224
s Ecmi: 610015

H1if . (028)8619-8421/8422

3. (028)8619-8420

HiX

BT K568 Tt S 51 K 1941 241165
BB fi%: 430022

Hifi: (027)8555-7910

fE3L: (027)8555-7920

R PRREHLHETE. 800-8100439
400-6500439

Il

JNTT TR 1095 2 9385 3 THE
BB Gifs: 510010

i (020)8710-8603

HE3: (020)8710-8698

S-S

VG 22115 B PRV B8 5 = i A R JE 24 26

Mm% : 710065
HLi% . (029)8838-6016
R, (029)8838-6497
5&KF

B RFE L #3395
WP BT : 830000
HiE: (0991) 230-6271, 6272

£ 3: (0991) 230-6273

EEBA

LT T 4R 432 5 RAE I 908 2

IR i : 650021

Hif: (0871)315-2987

%31, (0871)315-2991

=P

e sl R LU R % 49 5 ettt2a 4 23 J2 AL
3w : 210005

HLi% . (025)8689-0278

B (025)8689-0237

SR I AR

AR TR A IOAE, DARRUA hife
FEA BRI BARBRTE IS A A 23 W] HREE b
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