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BERERMAM, ZERUERI. 2018 F4 A, EXR
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FiEF A, BIERBIRIGITONER, FBDINE
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1.2 REXRaa RAVECH

BEMNOAHANES. ST, FMRKR. HES. AER. ERE. HERRYRREE, ETES0Y,
MAREEARZEZE, $SKEN 200 ug/mL BEEXIREAR.

1.3 i a RAVHI &

B HEEMITENHEII55.2 g0 AE414g RHE276g BA828g. £%414g. AE30g; M,
BFRIZEEH, MO 2000 mL 7k, BAEBEXAFIEZLREEN 600 ML, BAKRBLRBITIEE, BREREE
lg/mL, "REAHE, BUSEZ&KLL 12000 r/min BOKIE 5 min, BXEERT 0.22 um MFLER, BlS,

1.4 Labsolutions MD B D A 5 A &2 mAE

LabSolutions MD AiR&EET AQbD N—RIID T A EF A TIERIENERIEMZ K. ZREBIXTRE. &
EREDMFHSHHITICE. FRAKRISITEHITON, HENERSGESITNIR BITESE, BEEIXIFT
BEBEHIST=E. UNEIEE. B EIERERIIE B E B SV ThEE, ALK RET “Wi” « “fi
7 EMER, FIA Labsolutions MD BHFIIEHE YT 7R ENEHITH AT Ko

B A E S

[ ¥ “Validation

d Phase

NEBEAEE SRR
| TT——opfimization, B T | ,j::"l ly{’,ﬂf‘:;""/'
\Phase BT iEEREEEThE
¢ N EEm
Screening R g
Phase T e,
\\ = &l / / \-
g asad) Er@ i B EiEE
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2 Labsolutions MD B2 72 & RIE

B ER5HE
2.1 TBERN B,
2.1.1 TB LR B SRR I& 1T
ARWd, FEHE. BELYEEENSBRIXRILER, RILERLNRRALAFREIRMNE. &
AT T RH0ig It
R1 EMBERIGHR RSN

moBh A8
A oo Al—0.1% EEICERK A2—0.5% ZBAACETR
B . B—ZFE

1 Shim-pack Velox SP-C18 (100 mm X 2.1 mm1.D., 1.8um) , P/N: 227-32001-03

2 Shim-pack Scepter C18-120 (100 mm X 2.1 mmI.D., 1.9um) , P/N: 227-31012-05
3 ShimNex UP C18 (100 mm X 2.1 mmI.D., 1.8 um) , P/N: 380-01231-02
%

i ¥ : 03mL/min O 2 2u
=+ B 30°C 3 K : PDA (254 nm)
B A ¢ BEMR, BEIBRENRN 12%, HEERIEK 2
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&2 BERBRER

10.00 R B.Conc 16
16.10 xR B.Conc 18
23.60 £l B.Conc 55
25.00 £ B.Conc 70
25.10 = B.Conc 12
20.00 =28 Stop

ik 4

BFE ¢ DUIS (%) BAFIRE © 450°C

EHFMERE ¢ 2L/min DL /& E : 200°C

MABSMR 7 L/min HHE®L: SIM

FigSARE © 5L/min

2.1.2 T BB R G S

TR B R A 2R Figit S HImE 3 MREEN 3 MEEE, SNERETITHERABERM O TZAPIRS
MEIEERZRMLE, LabSolutions MD BRI LIB T B HIFEE *, MMREEAMLEIREBIE D TR

NERSHEGE

THEE = RNERES P X [ DBE (Rsn) 890 ]

RTEERZ D HFRPZHARMIRAES, BERETREMAD BIEELS, BRERNEEYEIEE,
HIABARERTNREARNBIEMEREDBEERBEESEEN, FILHEMEBOEEERA 1.3 HE15E
P mARH T, PARENEHERER
REB, EABIEITESH Shim-pack Velox SP-C18, LL0.1% FERICAR - ZEE1EmEE, HiMtERS, 78

MREYF, BEIASEISHINK 4 o

73 [ A
/B.'\:{é'_l'\I:I

Response

# | Data File Name

Minimum Resolution |Peak Count |Separated Peak Count Evaluation Val

HAENRSEIRENIRFHS], SRAE 3 Frro

5]

1 [E555 0.1% B BK_Shim-pack Velox SP-C18_2.1cd | | 1.161| 26| 26
7 |555_0.5%A5RR7K_ShimNex UP C18_12.Icd ! 0.571 27| 17
3 |#2aR_0. 1% 7K _ShimNex UP C18_6.lcd | 0.421 25| 19
5 Piiﬁnz_o.s%m?)(jhim—pack Scepter C18_10.Icd | | 1.078 24| 20
4[58 0.5%BEBR7K Shim-pack Velox SP-C18 8.lcd | | 0.705| 23| 21
3 [#55% 0.1%FBIK Shim-pack Scepter C18 4.Icd | | 0.133‘ 29i 19

6.10e5

1

®

a
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RT (min) [zh]
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3.05e5
28 3
5.0345 =
] 25
A.Ga-lé >
] %
2.0e4] 27| 29
] ®
0.0:0 =
R w1 P w0 1e 20 22 a4 2% 2 = :
RT (min) [zh]
3 fREMEBCREAE. BIEERNSETEE
=4 TEBREDTEME (RIEFME)
b A8
A 1A A1—0.1% FRERKER

18 B—ZkE

B g
1

Shim-pack Velox SP-C18 (100 mm X 2.1 mm1.D., 1.8um) , P/N

1 227-32001-03

PARIIE N

i =® 0.3 mL/min HOE =2 2uL
=+ Pt 30°C M oE K

b 7 T R,

B HBFIMEREN 12%, AREFIIE 2

PDA (254 nm)

2.1.3 AR BB TEEHHIE

NHFMRRA R IRAM R, %8R 2.1.2 KRR HMEERS IR TERYE (&R 4) REX

EAEMERREBEE M. UV & MS FUESHNRBIEEE LS, ERNE 4 Firo

77
,EE'\DI:I

NN

/
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1.0e5 a
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E I T
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2504 EeeT e X368 G
E AR
e B — J | -
2.5e44 T T T T T T T T T T T T T T T T T e
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RT (min) [zh]
5.56e3
it
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S
30 » B
RT (min) [zh]
UV Spectrum o x MS Spectrum o x
F
cie: [ | [ | [~ | or (][] | e emsme ] fsmuay [CooliE | C
RFR.0. 1% FAEEK_Shim-pack Velox SP-C18_2.Icd 1-1:SIM(+) RT:0.00 1.84e3
Reference Spectrum: PR E 48117
195 NG
A - HBS @
| B LA B s o p B S T T T T T T e
200 250 300 350 480 481 482 483
{Hi5A3_DGIZT-5_4.Icd RT:4.160 1.41e6 SIM(+) RT:4.15 .
10057 o
231 274 iR 53 5003 it ®
‘200 250 =0 om0 | T T T T — O
479 480 481 482 483
Pl N N7 N e NN A i . 72 O SN E SO s o o > it .
E 4 NBEARNEREEREREER (3) ; WBERARMEREBRGANEELLR UV XEE (b) ;
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2.2 AL ER
22.1 BIEIZIBERINAE

I#3BERTHREP] A AIE AR UV 3. MS FUERINE. BERKRIEEREIL. BeERESERD
tEFE LSRR IEHITTENEREEE, MMEMILH BRI = BRI EBHE, KA FEhRFIEY
EOIEE, IB8 TP ALRRRMBIERRINF. UV ILE. MS FIERMEN BIEEHITIEER, LERNE S Fir.

1.61e5
PIFEES
1.5e5€
1.0e5 I
5.0345 LBt
] o== HEERE
] TRREE SHE A N @
0.0e0 =T =T ry S A e Fy
Yica 6 /s / 10 12 / 14 / 16 18 20 22/ /24’ 26 »
RT (min) [zh]
- / 34365
A PIRERS
3.0e5
2025 e
1.0e5 R
g EEE HEEE
1 THREE THE A @
0.0e{l_ “.v ‘/v - x - ¥
L e o
RT (min) [zh]
5 BiLIgBERIIEE
2.2.2 {RBVRAT

EIRIEM R R EREN EIEEMER, #—PEFERRNTENBIEIESBHFmM, ERWM IS
Wikt RALEFIRIT (Full Factorial Design) I&KITRZEMZE (0.2 mL/miny 0.25 mL/min. 0.3 mL/min) #0
8 (30°C. 35°C. 40°C) WImf{EHE.

£ LabSolutions MD 3ff Postrun Thag M 8B &YRFAXTIPIE B EIEHITIERIRG, A [Model Analysis]
IUREY [Regression using Identified RT] F& ML IERREITE], HTEMEMIRIERNT, QIRESEIRR
BEAEINE 5 Fir, HaJUEBRAR RN RN BIEIER S EENEN, AETBRIBEXKERREIERYBEE
RiF, BEFEAREIEEDBERE BIEIZITEIE, Labsolutions MD sIEINE AR DT &4 FTRIEIEE (ILE6) ,
HAIMN & ENDITEY, BESEEKR S,

B35
=
B el

0.2

Flow Rate (mL/min)

0. 15
o 0T TP N 0 Y TG N 0 Y O
L) B = L) LA = WD = L Dn

Oven Temp. (°C)

5 ®iEEIBERYRE
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175 200 225

6 REDTFHNEIEE

&5 RENWFM

momh A8

A Mo Al-0.1% BHERACER

B B . B—ZBE
B g =

Shim-pack Velox SP-C18 (100 mm X 2.1 mm1.D., 1.8um) , P/N: 227-32001-03
PAR

m =R 0.3 mL/min

7+ el 35°C

w2 2ul
FERAX ¢ BERR, BEYRREN 12%, ERERIE 2.

23EEMER
BURG N R a iR, IR 2.2.2 PO MFAHT LV, E80HF 6 5, HREEEN. SRKHA, B

WRmBAR 7 MADBIREERTE] RSD% 79 0.02~0.19%, EEF RSD% 7 0.33%~0.57%, FHEEEMRYE, X
EEEE R, ERNRK 6,

x6 BAEXNREBARTMHEIEEMER (n=6)

No. L EY-FR RERYE (RSD%)  IEEFR (RSD%)
1 NBEE 0.19 0.57
2 LSRN 0.18 0.54
3 FAIZRER 0.11 0.39
4 HEH 0.10 0.55
5 AEERR 0.08 0.33
6 ETsdis 0.08 0.42
7 HERE 0.02 0.51
W 4t
AR B3 HPLC 7534 TF £ R4S LabSolutions MD XHEEE 75 X JARARH & BIER T T 7547 £
7£ LabSolutions MD BREEE) “TR&” . “fifl” MEMEATIEBER. EARIFSINEE, BRLBE

BEREDMFM. Labsolutions MD BN DT EF AR TIERIERHE, WIRFT A
RE. HIER S,

BRI ER(PE)ARASE - 2P0

Shimadzu (China) Co., LTD. — Analytical Applications Center

Email: sshzyan@shimadzu.com.cn Tel:86(21)34193996 http://www.shimadzu.com.cn





