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/A\ppl Ications

“Co-Sense for Impurities” & % E&IR2HAFH D LC/MS/MS 21

EEREEDOREYER(C(E, —MRICHPLC-UV A
BRE<HWLSNEYT, LML, HPLC-UV A THRNK
DEERMTIE MS BHITES T, MIMDEEZEL <
THIENHDET, TDKDMHHE, LCtalk84 5T
HTBNMUFUe "Co-Sense for Impurities” X5
L7ZBWVDE, NOLADSDARERZEREBENEICE
WIDTENTE, LC/MS DZETDTENTEFT,

CCTlR, BAREFAICEDILIGNTZV—ILF Y
D LDHPLC-UVIJAIC, LC/MS/MS Dfi7z@A Ul
BZETHENULET. I&H, “Co-Sense for Impurities”
VAT LADRBHEICDEFRLTIE, LCtalk84 5K
R—=IZTSRLIEEL,

F 1 ICHPLC-UVIAICKDINTZV—)LF ~UD
LDOMEEZ, K 1 (2000 NS A (1 ko)
ZRUET,

=1 atEHE

[1 RS ]
7 5 L I : Shim-pack VP-ODS
(150 mm L.X 4.6mm I.D., 4.6 pm)
: X% /=)L /50 mmol/L
D AEERRER (pH 7.0)=3/ 2
P £ : 1.0 mL/min
:307C
A A E:20uL
: UV 290 nm
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1 SRTSY=ILF FUDLADUV 207X SIS A

18D [MEE—2o Al (E—OEBETERDD
#) 0.06 %) OAHSLAEEREZ, &2 (ICRIFHEICK
DEFMBEEICERULENS bS5y THS AICERE,
2 ROBEATNE Ufce

UV &R Uz [NMEE—2 Al 72 MS #&H DTSR,
2 DL ICMEPH D DEMEZEND Z ENHEERT
TFRUfc, &Ffe, TOF I A VRAF v ZITOIE
[CKD, NEImDOBEHEANERET LI (K 3),
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x2 DNRE

: STR-0DS II

(10 mm L. X 46 mm I.D., 5 pm)
: 100 mmol/L BfEE7 Y EZD LKBER
: 5.0 mL/min

: Shim-pack XR-ODS
(50 mm L. X 2.0 mm I.D., 2.2 pm)
% 8 #: X%./—)U/ 10 mmol/L
BB VEZOLKBEKE=3/2
n £ : 0.2 mL/min
#& i 288 B : LCMS-8030 (ESI)

1TIC(H)
1:394.05(+)
1:508.15(+)
1'569.25(+)
M1
A\ m2
A
——
0.0 25 5.0 75 10.0 125 15.0 17.5 min

2 TYPE—o ADRYRAZON IS A

Inten. (x10, 000)
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5.04

254 67. 25
150. 40 490.16

0 )llll | s |
e e S ML i s e e e o
100 150 200 250 300 350 400 450 500 n/z
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BDIEICKD 2 RDBMICBALETDT, SEREICA
ETDIENTEFT, &Ffc, HPLC-UV AL LC/MS
ECHICICAEZIT O fCBE. DBRGDEEICKDE
HNY—VDEED E—IB ORI DD ELIESD
CEDBHOHFITN, AVATLTIE 1 RDEIC HPLC-
UVIEDDBERT ZZDEXERTEEINT, -5
WD DEMEICE T,
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SIL-B0ACZRWEBE# TS LFEREIC
&D, VI /BRI BERERZEBEELC
(UHPLO) T LE Ufce. R 1 [Co%kMZ, K4
([CREMMESNEP = /B22mannoaN hJS
LZERUET,

OPAEFMOC ETIFFBHEENET S /BROD
MES LOCHIKRAELED T TH, HAKREESE
RF-20Axs DIRRVIBERZERT D EICKD,
—RT I BRETRT S/ BE—BONITHEN
TEFET,

R2CADWICBITDE—IEHEFRRMEZ, K5
[CREBRZTRLET. WIFNHRIFIFHERNMFON
F Ul

K1 MRt

# & : Nexera UHPLC (SIL-30AC)
A5 YMC Triart C18 1.9
(BOmMmMID.x75mmL., 1.9um)
BENE - A:20 mmol/L b AEE (AU D L) $BE% (pH 6.9)
B: 7 hZ U/ AXEZ /—)L/K=45/40/15
ISITY Nast

st 2 :0.8mL/min
B E:35T
% & RF-20Axs

Ex 350 nm, Em 450 nm
—Ex 266 nm, Em 305 nm (9.0 min)
AAE 1 UL
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1. Aspartic Acid 2. Glutamic Acid 3. Asparagine 4. Serine 5. Glutamine

6. Histidine 7. Glycine 8. Threonine 9. Citruline 10. Arginine 11. Alanine
12. 4-ABA 13.Tyrosine 14. Cystine 15. Valine 16. Methionine 17. Tryptophan
18. Phenylalanine 19.Isoleucine 20. Leucine 21. Lysine 22. Proline

M4 F=/BR22/5

EAREARODIOX IS L

/EE

X2 TI/BERERICKLDE—IEEBRME (N=6)

Concentration (umol/L)

Concentration (umol/L)

9%RSD %RSD
Aspartic Acid 0.50 4-ABA 0.41
Glutamic Acid 0.48 Tyrosine 0.55
Asparagine 0.51 Cystine 0.46
Serine 0.41 Valine 0.71
Glutamine 0.56 Methionine 0.71
Histidine 0.57 Tryptophan 0.70
Glycine 0.29 Phenylalanine | 0.73
Threonine 0.55 Isoleucine 0.63
Citruline 0.46 Leucine 0.55
Arginine 0.45 Lysine 0.56
Alanine 0.46 Proline 2.35
Proline Glycine

12 2.5
~10 =20
S S
;2“ s § 15
& 0.2 y =98316.0x - 33661.0 %05 y=22194.1 x + 29525

R2=0.9999 R2=0.9999
00 50 0 150 00 50 00150
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| EFElobgiy

IREREBAHROFIRICKD, RABDDHFZTL
FUfco HBITERERERK, R7(CTTUXY D
J0OX SIS LZERLET

TERENEIZKIE 0.1 mol/L 18 THRL, AR
02 mMAYIT ST 4 )LF—THEEDTLFL
Teo UTUXAY MEKIR, KBEBU, BRICATT
ST —THEERAMULE U,

nVv

4507 mE-sm%H

] 1. Aspartic Acid 2. Glutamic Acid 3. Serine 4. Histidine

5. Glycine 6. Threonine 7. Arginine 8. Alanine 9. Tyrosine

4007

1 10.Valine 11.Methionine 12. Tryptophan 13. Phenylalanine
14. Isoleucine 15. Leucine 16. Lysine 17. Proline

3507
3003
250
2007
1504
1004

504

6 BEREELKOION SIS A

V.

300] ME-7RH
1. Threonine 2. Valine 3. Methionine 4. Tryptophan 5. Phenylalanine
6. Isoleucine 7. Leucine 8. Lysine

2501 7
2004 3

150] 96

100] 8

M7 UTUXAYOIONY IS A

BIEDKDIC, 1ERFEETTO TV /BD
TUHS LFER b, BUBAE e SIL-30ACH —
NI TSZBWVWCEEIET D &ICKD, 1EEDE

THERIFTIHL, DBEEZEDD CENTEET,
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PDroducty

EREEREEDE

“UFMS“/'}— > 99

EEEEREESMETE “UFMS” (ULTRA FAST MASS SPECTROMETRY) JVtE7 MMIH&DWT
BRELTWLE I, UFMS [FBEESICBVTHENCBREOEREC LD EREDOEVEEDH, $2
W, BEESHCTERSNIEEREZRELET. SEIFE, TOUFMS JVET METHENLE T,

B BESEFNTHENBREZREE

0N ST 4 —[CRDEEDMICEVWTENCEEMZEBDIHICEF, E—TJUVARYADBRENEECTT, ¥
C, Y v —TRE—INBONSIRFDBERLC (UHPLC) 9+ vES U GC Tk, 2Dy v—TJEE—2
[CHERISBHRL, TOHT—IRA Y NEEBDHENDDET,

EERESENHTETD UFswitching & UFsweeper (38R CHEEREEZY —F v VR)VDYHRZRIEL, BEROHT T
PRERVEEEREZDIEOLET, CORRIFEZI—F v RILDZV, EEAI—FDINTIF, KORHAZRELEI,

1 [Cl&, LC/MS/MS [C K DFERBEE—ZHICHIFD Azimsulfuron DE— I EEBRECHTDEZI—F v/
VDR DFEZRUE T, CDKRDIC, BRVRTIFE—IEROUEEE BN - EREBRENESNE T,

%RSD

Dwell 3 ms
Pause 1 ms
P/NEIE 15 ms

2.20%

Dwell 5 ms
Pause 5 ms
P/NYIE 20 ms

4.62 %

Dwell 5 ms
Pause 5 ms 36.87 %
P/NEJEE 500 ms 7 o~

Dwell 5 ms N
Pause 5 ms > 192.66 %

P/NETE 700 ms

0.25 0.30 0.35 0.40 0.45 0.50 min

1 LC/MS/MS [T &K BFEBEZ—FNFICHIF D Azimsulfuron DE— I EREEIRME

LCtalk Vol.85

B EEESTLENCEREERE o

Verapamil 1 pg/mL
159 m/z4552>165.0
1.04 PauseTime 3 ms
Dwell Time 3 ms

LC/MS/MS B&U GC/MS/MS TARDER Y
EBBIHICE, IUYIVELTOIOR h—2
ZIHITH2HENDDFET. UFsweeper [FERTH 057
EF v Y RIDAFYDIAUY 3V EILADEE 0 ‘ ‘ ‘ ‘ ,
ZERL, Y0Z h—5ZMHLET, TNICRD Wi By e 200
ENEREESS UET. 20 70

Intensity

2%, LCMS-8030 T Verapamil Z=&EF + 5 151 zj;n;gg_g:zg%" 100 | X10000
VRJVWHRTAEUEBITT . TDLSIC, UFMS 510, o OW?WT
TREERF v RIVHETHIOR M= =4 £ 05 ol M My
BHTENTEFT, o ‘ | | 1.50 | 175 min

1.00 1.25 1.50 1.75 2.00 min

2 LC/MS/MS L&D Verapamil AIERKOIOR b—2

B BSEFNCTHEREZRR

LC/GC-MS/MS HfflFBER - BRENTE U TERIN, DMEFICHERIEEDILSULET, BERICBWVTH
EREZMFTDEDICIE, ERSNcA AV EBRICRETETRITDHNENRGDET,

UFsweeper [gZ0X b= DIWHIDHTIFEL, IUIIVEIVICADTL DA F UV EFET DT E1EL, HREEE
[CERRECRITHIEEDEO>TVET, CNICKD, BEREMRMAEICSVLWTCOEREZMRL, BERoEs=K
ENTOmIZER L TVET,

THIC, UFMS OFREICKD, BNcE—IEREBREDESNET. B 3 (C[E, LC/MS/MS [Ckd Alprazolam
DHMICBNT, FrvrRIWIBAE— REERbE U ThE—J8EDMRIEN, BNcE—JEEBRRENE S NblZz
mUFET,

Alprazolam m/z309>281, FWHM=3s, Pause time 1 ms, n=6

Dwell time Dwell time Dwell time
X10% - 1ms 10ms | 100 ms | l
15 A | ’ L . | Dwell time | %RSD
| 1 N |
1 | [ 100 ms 0.48
1.0 4 I | || 10 ms 0.79
i PIEIL | 1ms 1.92
i
057 |;||_|i|.' Y L3
— E.. — e e e — - o —_

3 LC/MS/MS [C&K % Alprazolam D#BEEDHT TD Dwell time DE—I8ENDRE L E— I EiEEIRME
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B BEEEESE NI IROmIL

HENMetZBHERE UCAWZOX N ST 4 —TlF, EEDNERBICEEDINZTADCED/HROVEDT
o TNUTKD, BHAMDDEMRERPERALADEESE UTATNTVET,, BERacBWVNT, COBEESHET
DFRETDICRIBIDEHICF, SETDMRM F v URILOYHIREHICRAF vV AE— RESHERBTRANT ~
JVERENTED CEPKROONE T, EREENHETD UF scanning ZFR0\E Uz UF Technologies (&, B8EEA++
¥ /MBRM D EERL, TOERITIGAFED .

4(2lF, LC/MS/MS [C&KDTZIVBEIIZATIVAT TDT I A—TAF VU AF v VICKDART NUBUSDH%Z
mUET,

CDEIIC, BEAF ¥ UEITOTHIYATNDHEVARY NUVAIENTIBETH D T H DN DFET,

Precursor ion of m/z 149 Dipropyl phthalate AF v VRE—FOT v T IcEb xS
Inten. (X 105) Inten. (X 105) o BERE
251.25 759 25125
50 CHs 300.0
5.0 ,
2.5 254 CH3
O miz 149 A N
0.04+—+—— 0.04+——— ¥ i=300.5
2400 2500 m/z 2400 2500 m/z 7/\ i
Inten. (X 107) Inten.(x107) (=
2.0 |
42727 u/s 6000 u/s R T
8040 % i ==301.0
1.0 - ﬁ H
8030 H
i 'I.O-\ % !
05 05 L 2980 2990 3000 301.0 3020 3030 miz
b — Mg~ T VM EBERE RO OBRE
0 T T T T T 0 T T T T T
30 40 50  min 30 40 50 min

4 LCMS-8040 [CKDTFIBEI T ATIVEGRDTYA—Y ATV AF v 01T

RICGC/MS/MS [CKDAF v+~ /MRM BIRFAIEDAZ B UET (K5). GC/MS/MS TEIAICKD A A
EZT o IBEICIE, EESA TSV EDREBICKDKRAMDZHE T ENTEFT, GCMS-TQAB030 TlFRAF+
VNCKBDART MVAIEEEEDZHD MRM AIEZRXBEICEDIR U SERICITD CENTEF Y. MRMAIETIE
BEHIALZ) (Adipic acid-2TMS) DEEZITVENS, RF v T—h5kRAMS (Glutaric acid-3TMS) DEIEN
AlREC LTz,

MRM
EENH
i Adipic acid-2TMS (R.T. 22.043 min)
[}
i Scan
s b 0k He 1+ HE 147
7
AF v /MRMEBW S v b REORBI
L . . 55 21 EMEDT
B~ LA AVHATFIS L (miz45-600) 158
% MRM k5> 32275 > 241 97 ‘Tg T 2§ 255
Il \‘6\ ‘\ h‘\ H‘\‘ “ ‘h Il i ?‘ “\

FRIMRMbEZ>232275> 111 00 200 300

Glutaric acid-3TMS (R.T. 18.796 min)

5 Scan/MRM AIEICKD S v MRPEI DT
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ctory
\

NS LDOMREZRND T KYVFERIC, R, [
IXNU—RE] HipDET. SEIF NS 2 DDIE
RICEHTDBFHEL T,

@ IEREEH L ?

BSHEREL (theoretical plate number. N) (& A5
LAMNRZRITIEED—DT, NS LDHIRHPAZ PRE
HEEREEZRDELHINTVDHIETY, R
&, BRERICBIFDERO¥ZERDLTED, —MKRICHE
BPAEVEEHNE—T KD, HREABVAS AEH
MENE,

HAOZHt (EBEDH) (CBVT, Emess (1) =
TE5Z5NF,

: 2
N:(_R] (D
o

CCT, trIIRFERE, o (FMRERECT. K1 (IR
ULETLDICHDRZMICBNCIE, E—TBW=40,
E—J B8 Wosn=2.3540 LWL\ SBEFENHODFTD
T, InszE (1) KCKATHE 2) R, (3) KA
/ENFT.

&
.
Lir
1Me x H
o.5h
ier
. I

o BERE W E—2W W, F—o Rl
AR, 4 =000 o E=O0EE

1

P 2
N=16X(Lj )
w

2
N=5.54x( Iy j (8

0.5h
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Hlamid &

N YA M) —READIREL

Fie, ERBRUEE-IJERA LE—IBTHDS,
(3) XDKSICRDITEHTEFT,

2
N=2nx(t“Hj @
4

[JISKO124 : 2011 &@RAFEIONX MIST 4 —&
Al 12lF (@ £ (3) K, (4) APBHINTLETD,
—#RICIE (3) RDK<LALSNTVET.

@ VIUANU—FZHEE?

AN —%E (symmetry factor, S ) (7—U
VIRKEBIFEEFEND) (F, E—TDORFMEDEEE
RO T, H2ICEDE (B) ATEZASNEFTD,

Soy il

W i E= 0= 04 G E— 2 DDA
kHErLE=0d
F ! K@D E—2lE = rEarSHE~TELE
ERTIHLEE—SDE A DEOEE
X2
VVO.OSh

2f
ERERME E—INHDANMCHDERFLT,
ASLWEERDULET. —77, YA NU—REE,
UROLSICE=IRADANME—=OD, T—UVT
E—ob. HBVEU—FT 1 IE—IhERDLET.

§>1 : F=UDIe=o
S=1:A9ADTWE—Y (EEX)
S<1:U=F42IE=7

BE, BRBRHME AN —FHED, DITEP
DRREICLOTEDDIENHDFEIDT, RIS
BEDBHDET,

(Mk)

(B
1) JISKO124: 2011 m#E&#AEION SIS T« —iEdl
2) JISK0214 : 2008 HHHLEME (£0% M5 T 1+ —H#F9)
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Q@)ng

B17ELC T/ 75Y (2012 %1 B, k)
XYy RAADTT 4« VT ICBIT DFEEITEDIRE
WORTT, FHEH, EABIE, miEf, RER
HPLC DXV v REFBIZICHITD XV v RRADT « VI DME{LZIFH B cth(ChEFE LTz “Nexera Method
Scouting System” [CDWC, ZDREEBARS ROFHEERZHRES Ulc.
BmABR7 75 b VB thICDVWT DRSS
BRYTF, BEERTF, AWEEH, mmiRE, BREE, R/EE = EEX
BE®ELC EEREEAREEZAVCEY 73 by Y DEESREDITAICDVT, BRARISERET 5(CH
fe D COFEREHERE S U ICREDZH M BRIE R Z 3RS UTc.
US54 VEilEE LC/MS ZRWET =/ BTUERSIRICEAT 25 cE 7 7O0—F
EERT, EEE— RER SHEE* =EHE* (¢ KOoF&KS)
TR TUHS LAFSHMEHEEBERE LC-MS ([CRDBEHFEH LT = /BEEERIT AT L “UF-Amino Station”
[EDVT, ZDEE, FHOLURAEfZERS Uiz,
#4H HPLC [CBI13 51— FE—IDEREEEMFKICDLT
fEgERfe X, IWORTT, EHFET 2 RER
*1 %Rt BEY—IILY—, 2 F—=HKHX1)
WAHISITY MNABICHITD [O—RX hE—2 | HIHID(CRFE U BB ER AR ERL— N v %R
V), O—RME—IDFRERICDVNTDEREARN— KU v IDMRERES LT,

FE249EifAI O~ NT 57« —HARBHS (2012F 3 A, ®R)
LC-MS/MS OEfELE 7O FI Y RLC DR
J\EES
BT [LC-MS/MS, LC-TOF-MS DEADEAR] ([CBWVT, LC-MS/MS DERRES MS 7OV IV R
[CKHEND LC VAT LDMREEEIC DUV TR LT,

F 250 Mgkt O~ NI 57 1 —HRBHS (2012 F 4 A, ®R)
HPLC RO FEE & KRR
= k&R
25 250 @E=Rfls [BARICHTS HPLC REDESEEFER] [CBVT, BEICEET DEMERDRN, BkE
SHOFRERE LDV TR ET o e,

F 251 EigfA/ O~ T 57« —EEHS (2012F5H, ER)
HPLC 2ICBIT DT —F T DEER
EERT
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