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FEE 12 AICAIFIL7EAREB VY — T it K5 TH3TERD, BRTIEZ =] &)
BT, B 8E2 R H2FELSNC, TRV &0 THRESIXW ) EDLRAXTT 47
=27 CAERATIGAEITHEDN LI & 5, Bz IX, Ak U7z oM E )73 [=
ARTI T=RYiE) BHREFERTECERE] THY, LV TIEEr v &F—A—
O TZHEROFRR] RETHAINEY, ZOEWRTIZ, BMEAR5E 3 52 WEHITEITH
RIZFIZIEE, KL TWD,

ET, auFMbE 5 WARKEICIUR LIZNC R 2B i, M7 7 U b HfnE T
BEINTAI 7 v VRN E FOVER LIt BB R0 NEWAD TV D, b HME
WE 2 TVDHERIT, ar FHOKEIZIIARYIZ 5~6 FHNDLDTH A H 0 BEIZ, <D
FRR DI TODHERIC, AR harFoRRIZE 9D LET, BH<IFv A Xaa ok
REBRRE S D 5220 OB ENIRN,

LC WF7e8B #2020 R IR OEICAGHART, e HEasiiT 2 B2 R LT
AHBZRE L., $EROICITETOlS, RFSEZRELRRNoTo, T OE W) I
27T, 2020 4F 12 AIZITEF P v — A OFRITEEH L, 3 2021 ) H1% Zoom ¥V = B
HE1D) BARTIE T=] BAoTAFRDe{ v, Z2WIEICRT L, T=0#) T=%) T= k]
M=hf) T=R) T=am) T=30) T=40) T2 el ki, T=) I2onTid, BifEn=
Rk L, RO 3 H 2 () ICHENATHWD LT 28GR ER LAV Z 5
ThHoH0n, BAFRICEH S T (T 13360 2 REFICM ST T=1) &L
ETHMBENTHD, ML TH, EROAFIIIA T T 4 7 72EHRITENE Bbihs,
KAz, LC AR RICE =) OFPA-TAFTOESZENEOND, RFEORESR
BTHLHH5 2 FEAKRTH D, HR, A S F SR 22K L SR, BiEcxbo b
LI OBEBETH D, DA,
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[#3x]
LCMS A v A4 VI TF = —7 D%,/

Development of a Desalination Tube for an On-line LC/MS
Analysis
TE/K M8, Sachiki SHIMIZU, Ei#E £ Yutaka TAKAHASHI
TATA VY a— g3 AR MS-Solutions Co. Ltd.
(Received November 23, 2021; Accepted December 2, 2021)

¥F—U—F  LC/MS ; NHEFEMRER ; BETF =—7

=y

AFEREPERREHR G CTO LC/MS oW & FIRRIC T 5 . A v T A4 VBT = — 7 B LTz,
U UERER A bR & D AN BVEREENRIL, KR O UV BHTH Ny 7 7T RBMEN 2
IR AIEE T, B ORI m WS D, {6k HPLC OBEIFEELE & L CILA
STz, L L LC/MSIZIE, KREIED A A AL THAHTHH U TR IS S 5D 5,
A F v DEZEFFI A~ OB NETHEPHTH LA A OFANKEIZ e 55, SO A 4
ALEIEIT 5 FHEFORMENA L H1 D, FE L NEBERER B S LTHWLH
YRR,

41X, PTFE (polytetrafluoroethylene) 7 = —7\ZA 4 ZHLEIR & F1E L 7= Bida 7
2—7%BA% L, £ 4 HPLC 4£iE & MS L& ORICEE S 5 F CREA T ORI
ZhrE L, RNEIEMEREIRSIE T T LC/MS iz viag & Lz,

1. &

Bk K 7 v~ N7 T 7 4 —"EF &5 H (liquid chromatography mass spectrometry,
LC/MS)i%, HPLC & MS # A= EAaH sttt Th v | ERHEh o 2 R 78
REFEMS - R E LTI, EOREVEMGET) & RHEREE NG | EM - EEOmMOHTIZE
WTHEAZRE L T 5, LCMS IZHWbND A A AiEE, =L 7 b AT L—A F
{b¥%  (electrospray ionization, ESI) ., K& JE{LF A 4 (k% (atmospheric pressure
chemical ionization, APCI) . K&JEYA 4 1tk (atmospheric pressure photoionization,
APPI) Z D K%JEA 4 {kiE (atmospheric pressure ionization, API) 73, i3S E DI
IX100%% 50TV %, FTH ESTIE, TOPUAEOE S5, 3 T o T b i HISHAE
MEmWEHEII =N D,

HPLC ofiiE & L Tid, &4l 1%L E % (ultraviolet-visible absorption
spectroscopy, UV/Vis) 23 HILHIIToH 5, HPLC 7581 H O BEMREEEIC 13, (KR o UV
B TH ANy 7 7T 2 RMEN BT ESEER 2 ATRE T, H o BERe D@ b | ik

(]

6
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U ERHEARENR S LA STk, LasL, VU USRI AR TH D B, KRRED
A FACER TN U CBEEISE R SN D F, A A > OB~ OB A CH AT H
LCA A OEANKREE A2 D H DHTFEDA A AL Z ]+ 2 FEORBENR A D EN S,
F 74 TLCMS JIEICHNWDFITFEERARETH D,

LU, MS 2 HPLC otk e UTHIA SN TW A EERIE, UV o J7ik & i
5 EH L <, LC/UV THEE S - AEBEMERRE IR SR 2 2= D F £ LC/MS IZHW 2w e F
I HTBLG COERIE, LARID DARGE S 177E L T\ 5, RHERVERBESIE Tt S vz
HE'— 27 OEMSIT DI, £ DERENT 21T 2 B, 0k, FIZLLTFD 3 SO ENRHV S
nTnsg,

1. A7 74 TSI 5 H51E V2

HHOE—2 % 00M, TOWwRE, Csh—h) vy VSERNCHEL, A v 7a—Ya v
UBHE A I FEMERBENA S D LC/MS IZ X » THIET 5, Z D IETIE., Figk/pdb@E@ &)
BTN FRITAT ) FRHR D L B OFRNH 2 —J7, —#HOBIEIZFLIR 2RI & 597
NBRELZ I RENRD D,

2. — ot HPLC/MS % % J575

MR ANV T 2 LCT LR T LEGTHON T 2aEg L, A —2 %7 L7
TAZ N T v T UMK Z L & LT Ped iR 2 @R U OB % . R A
TV NEBERE T T VI T BN T v S LT BRI ST 7 A THBEL
THY T AT MS BEEIEAT D, —HOBEIV AT AL THEMEEN TV D%
(B 2R BRI E DA @il 2R 0 O kot HPLC v A7 AISEETh D%, #RFHY
RHIRN DD, X, AEIEMEH % V72 HPLC 234 O Fifidh & LC/MS 434 o e R dib 23 —
BLRWEEHREL A D,

3. AFH T Ly —ZHNDHED

AF v ra<v NI TIHNDBAL TV T L oP—id, A5 BHPEA A AZH T L
IZXoTAF I a~ b7 T 7 0 —OREFEIEREEIRIC G F 4D AT B T A %
KIZAZHT 25T, BRBEERNGE AW EOEICL DNy 7 7T RL~L ER.
EMZBBERHEZTREICT D, 204y ru~ NI T7HOAL A YT Ly h—% W
FILC/MS WS FiETh D, A A v a~ 7T 7 4 —THODRBERIZ AN TE
HELZEATKTHY, ARIEIEITIEEN2, KoT . A4 rua~ NI T7HA4F %
Ty, —RENCAH BRSO DR, 765 T, A2 v 25548 LC/MS
~NOHAT LET, AR ZE S E EROVEHCRESNTLED, PLHBTRNWE S 5 [
R H D,

Z 2T, Bor ik, HRERBECTYEOF DA A AR IR B OER A L 72 B oA 4
VAR & I ) ERYESE O R MR A RO A A AN E WS 5 F T, AR
TRERE AW cBW T b A 74T LC/MS HIEZ AR &35 HIEEBR% LIZD
THET D,
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2. FEBFHE
2.1 FEEROSMH

EEAHTENCIX EST A A A 45 L7~ LC-TOFMS, JMS-T100LP (HAET) %, &
WK 7 v~ b 77 71213 Agilent 1200 (Agilent Technologies) z i\ /=, ESIIZHi) %=
— RVEET 2 kV, BEE=REET 250 C, Vo7 Lo XEFEIZIOV, AV 74 A 1E
JEIX 40~50V, A A > HA REIEIT 1,000~2,500 V IZRE LTz, ~AAXT MVEEG miz
#iPHIL 10~1,000, ¥ A A7 RLFEERA E— Rid 1 BICRE LTz, BT =2 —71%, N
1mm DX A 7% A,

LC OBEE & BEF = — 713, BIEREHIS U THEM T2 MWz, 77 41% YMC
Triart C18 (N££ 2.0 mm, £ 100 mm ; Fi £ 3um), TSKgel ODS-100V 3um (PN£E
2.0mm, £ 100 mm ; B 78 3um), 20 E Waters BEH C18 (N 2.1 mm, £ & 50
mm ; B 1.7um) ZHWZ, U7 AR 40 °C, BEIFAREIL 0.3 mL/min, UV
HIEFI1L 215 nm & L7~

2.2 RIEREHE BIE M
(1) PrT77H (FLT77 ATV LTIV AT 7E A RFT L, L
77 YA MR, 4 20 ug/mL)
BEifl A 10 mol/L KHaPO4 /K¥EHK, B: 7 h=hK VUL
A/B=80/20—20/80 (5 min, UV =7 75 x> |)
it T = —7 CFAN (fliA A LM H A 7 XL T =4 L ZHlthg /7 =0 LA
T F A AR RE)

(2) 1" TFN-BATFNAIFZI VLY R (A4 %K)

B aE)FE A 10 mmol/LL RTIIVEREET = LKIRIK, B: 7 = UL
A/B=50/50—20/80 (5 min, V=7 27T })

i F = —=7 CO00 (7 =AMk A7 : OH BT =4 L 23 Huft i)

(8) hUZF 77>, 20 pg/mL

BEifl A1 0.1% TFA/E#IK, B:0.1% TFA/7& =KV L
A/B=98/2—20/80 (10 min, V =7 /7Y x> })

i F = —7 CFOO (7 =F L Mar A7 . AT =4 L A Hiksthg)

(4) X7 vAF K (75 /v —VU F (adenosine monophosphate, AMP), 75 / >/
— U v (adenosine diphosphate, ADP), 75 /> = U & (adenosine triphosphate,
ATP). 4 50 umol/L)

BEMH  A:0.1 % TEA/@#HIK, B: 7k h=FUL

8
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A/B=100/0—80/20 (2-5 min, V =7 /' 5= |)
BitEF =—7 OOAN (WF AU AT 0 T o= D F 4 L A Hakstg)

2.3 REK

T oA U ASHBRIE S I L CEEHED) MO 4R T VTS AREAEA LTI AT L
=V B U EAR (B4 TMCIGEL CAO8P), ClMY) %, B F A4 %
BHBIX =27 I AN BOANVKIEZBEANLIZAF L — V= _UB U EAKR (FEh
4, TMCIGEL CKO8P|, HM) %\ /-, PTFE Fa—71Z7 s (G #z, 7V
v MIF—A A T¥E (BER) ®ESSTER) =T L 2R,

A A AR OFHRUAE AT DMK, B 7 A L AFOEMEE R -
LC/MS %, KEg{bF b U o LKEK, FBEOT U E=T KITE L7 A L LGRS
U g LAY

LC/MS OBEIFEIZHWS 7 & F =k UV R ONEMAKILE £ 7 A L AFeiliss -
LCMS H% ., UV UBRZAKFEN Y U MTE L7 A L LFOEHISER - Kl Fu 2,

24 BEF 2 —T DR
241 AFRBBIEOTB (/A A DRH#R)

Cl1 LT =7 ZZ#afbtliE 20 mL % Aiu7=7 7 412 2 mol/L NaOH Ki&ifk 2,000 mL % 30
mL/min Tyt L7, @ik 500 mL % 10mL/min Tii L. @& pH B"HETH L F%
R L OH LY = A4 o RHBIE 2T LTz, £k, 1% FH/KEK 2,000 mL % 30
mL/min Tyt L7z, #Hfi/K 200 mL % 5 mL/min i L., #@#&% pH " ETH L F%
iRl L X 7 = A4 > A HiE 2 R L 7=,

H % T4 o 288kt iE 20 mL 2 A= 4 7 A2 2mol/L 7 v & =7 K&k 2,000 mL %
30 mL/min Tyt L72%. #@#i/Kk 200 mL % 5 mL/min Tii L, ##k% pH 3 ETHHF
ERER LT =y DT F A L AZHSIE A TR LT,

2.4.2 PUETF = —7 DOfER

XL T = e, OH ALY = A L ARHABIIE ST T v =0 LA F 7 o 8 ikt
& Z MK S, Hxopiikaiid Uc, miika> U o Tksl L, NE 1.0
mm X 1/16 4 > F® PTFE F=—7NIZEA LT,

(1) 7= 2cHkiG & T T A 2 ARHHINE 2 [FIRp I3 D il A A etz A 7

N 1.0 mm, £ 100 mm XIZHEE 1/16 4 > F, £ X 200 mm @ PTFE 52 —7 0O F
SD45D 1 DOMEIZT Y v FEFEDTHE, RVANSFIILT =4 22 #HutE 2 5l O R
Wik 7 Uy NTRAET S, IS, BV T = 2D T ARG A G D Kb &
77Uy hTHELTERLE,

(2) T=F s AT o247
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W 1.0 mm, £ 100 mm XTI 1/16 4 > F, B & 150 mm @ PTFE =2 —7 OF
U2 7Yy b EREEDTHND TR Y = L AZHARHIE ST OH LT =7 o A2t g A 5l O K
A7y FTCRAELTERLE,

(3) WF A IR EER T D52 147

WL 1.0 mm, £ 50 mm XTI 1/16 4 »F, £ S 100 mm @ PTFE 2 — 7 OF
SHZ 7V hEFEDTHDL T =y DD T4 U Rl IR 25O KdiaE 7 U v T
LCERIL 7=,

WA T A T ORETF 2 — T O & EYEEAK 1ITRT,

(a) - nF A KR

WE1/164 > F

Q"g\\/ AE1Imm
/

1 BT = —7 OB (WA 452 #) . b)5FHE

(b)

2.5 BEF=—7%H 5 LC-MS
BT = —71%, AR L7ZARICAEE 1mm (OME 116 1 0 F) ENEE 116 1 > F (M2

U8 A F) @ 2FENRA Y, HEBEMHKEIL, &2 0.2~0.3 mL/min, #%%#(3 0.5~
N A4 BEFE
A7 2— HPLCH 5 L VAV . SN a— ENNE

UVIR 25

TRRER

2 BT = —7 &8k L2 LC-MS Of[X

10
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0.8 mL/min ToH 5, AWFZETIE, LC/MS HIEIZIINZE 1 mm, HMEUV1I6 A T DOF 2 —
TV VBRI AERE DT ML YA RDOF 2 —T & iz, PTFE Sl & [RIRE.
2R TR MS B ICTHIRD 7 4 v T 4 I K> TR L THWA,

3. MRLEE
3.1 BETF 2 — 7z K 2WEREDFME

10 mmol/L, KH2PO4 % & Tevaik (BB, 7 & b=k U L=50/50 XILHHAKDIHR) %
0.8 mL/min OFEETHE 1/16 A > F, £ X 200 mm DOl A A4 > & A 7 ORET = —
TR L, BRI DR AR L, A A7 a~ T 7 4 —Z2 AW, [BIK
FIZEENDY VBA TV RN T LA F U ORELZRIE L, BETF 2 —7 128 2%
EREHE LT, 2AKOPHET = —7 2 AV ERERE K 11ORT,

#1 PEF a2 —T OWER

BiEFa—7 e BRI IE EE(%) )y LRE (%)
IE .
= . TRIEARRL N

M &S (mUmin) 0-10(min)  10-15(min)  15-20(min) 20-25(min)  0-10(min)  10-20(min) 20-25(min)
(inch) (mm)

CH.CNIH,0=50/50 + 100.0 9.9 95 98.0 100.0 98.3 88.2

10 mmolfl. KH,PO, 100.0 99.8 9.5 97.4 100.0 99.5 94.8
116 200 08

H,0 + 9.8 98.2 943 84.1 100.0 98.6 89.0
10 mmoll. KH,PO, 9.8 98.1 93.8 82.2 100.0 98.6 88.8

ARSI 25 S 72 WEBMUK O B DR TIE, BfAK 7 & h= b U L=50/50 DAL L Y
FTWAERME T T DA R S0, 20 5 F CTIXEAMRWRERE R L, [ CIRIK
% 0.3 mL/min OfE THE 1.0 mm. £ S 100 mm O it F = — 7128k L ClREkE 7 325k
ATV, 10 43 £ Tl WA 42 OWERIILZ 95%LL ETH - 7=,

BEiHIC D RO ) Vs A BRI EE X TN L7 T SEBRIC BV T, 0.5 mmol/L 2%
FTIE, U UBER GO A A A& T DRI HUR N FEARGR R TV D . LT
95 %Lk O AE A R~ R & BT = — 7 O R & LTz,

3.2 WHEMZEMIZL DY —7 DI

T = —7 0%, K2 1R LTRIC, LC A 7 ALV ZRAICEE SIS, 5T, BT A
THTEES TR 3, R T = — 7 WO BRI ZE I W TR S L 2 3503, 8D FREE BT
SR, BT = — 7 OFETHIE L7z LC/MS Ot A 4> 7 vu~ k7' F A (extracted
ion chromatogram, EIC) @ &' — 7 }fllg % k35 FI2 L0 | JEROFRREZ G L7z (K
3o BT 2 —T7ZHVDFIZL ST, B — 7 PEIRILH 25 %A 7 odz, WO ME
IR TR BT 2 —THNOA F o ZHBIRICRE L TELWT =V 72 2 T8%6

11
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DEDLN, X3 Orua~ N7 TAE—JIZFWEICET—) 7AW E, 20
E—7 OJRN 0, T 2 —T7 NOYEZERIC L b0 THL EEZHND,

100 7.8

1.62e3
(a) :
1
=
=
[nnn)
=
G 1 1 T 1 T 1 T 4+ 1
200 4.00 6.00 12.00
1004
2.46e3
(b) °
il 742 [7-62
H ]
Uy o
o
sl 8o
3 B73. |g04
772 072 1183
-1 | N L e o TP
200 4.00 6.00 500 10.00 12
R

3 LC/MS (Z31) 282 k45 @ EIC
@BUET = —7 28t LIzt OBUET = —7 286 L TORVEE

3.3 WA A VRY|TF 2 —T EHNTOHT

UUEEFT R DR U U U NEOAEHIEMEEIL, WA T = IR
ThHdL, AT LA TORET 2 —7Z iz, JIEFIE LT, 7 7 #l 4 FEiE
EWMDTF—2 %K 4 \TRT, WMEFa2—TIck->TY VA RET 2HE T, U U EEEE
RS CTOA > T4V LCIMS 3T FIRE Th o 72, Koy D~ A AT M IWZE W T,
7'a kNG [M+AH] *2SHBRICEI S 4L, [FA 4> O m/zEll k) hL—Z L7z EIC
IZBWT, FlOOE—7 B ikiz, U BRI P20\ TiE, oo A A4 ki
ELMHEND A, ZOBHHICBWTIE, U UVBBRIINIET = — 71 EWEIN TN D
HIRBEEND, £ 1 ORLEHEIC, BEF2—7 1k @m0 VBT ERICL VG
NIERERTH 5,

12
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(a)

0.10 —

1500

500

B (1636) '265.10[M+H]+

EIC®, m/z265
YLT 7 AT /

T T T T T T T T T T
[ \ \ \
A (6571) ~279.10 [M+H]+
6000 - ElC @)Y m/z 279 351
|l Yuozroivy /
2000 - 28013
T T T T T T T T T T
L e e By B B B R B EE
s (307) *281.09 [M+H]+

300 1

100 -

1 Y7 7E/ ATV

EIC ®, m/z281

BREE (927)

800

521
EIC ®, m/2z311 /
YLT77IX bFTY

40
BRIFHFE (min]

4 AFEEOY LT 7HO@@UV 7 a~ k7T 4

)~ 71 b AN+ D m/zfi T kL —A L7z EIC E~ A AT kL

AR LT77H O L, (A —27@DY LT 7 ) A MF A0 TiE, EIC
P—INEILLTe—FR=u7 L, @O UV Za~ 765280 TCE. @b —71%
oo v — 7 LRIERICHFMEDO BV v —T Rk A2 R L TC\Wb 4, EIC IZBITA5E—70

Tu— =73 BT 2 =T NOA F o ZHRIE~DOWAETH L EEZBND,

P77 Hl A FEORE & pKa %X 51278 F, pKa 23N WER, 7 =4 U AR 12 S
LA< ., pKa WREXWEE, BT A U ZHBIHRIZWAE LW, SRIOER TRHWAE LT
EICE—/ N7 u—R=0 7 L@ v 77/ A X2 ThHY, pKalt 4o

13
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TIHTREIARETHD, R pKa 2b OV LT 7V A MR UTHHIY ¥ —7 e —7
ZRLTREY, WEOHEEIIA FF VIR 1EOERNORTH D, ZOHEEDE DDA A
B~ DO DRI EZ KT L IXBE 2, ZOBGNE I o7 Bmz >0 T
BEARHTHY ., SHBBET5TETH D,

HaGC
O\\ //Om O\\ //O jﬁ
Sk_‘ S'-.
N~ N7 “CHs N~ N7 “CHs
H H
HaN HaN

YT T AT I LT FIIDY
pKa 2.29 -
7
® o o N2 N @ 6 o NZON
s ! 2 |
HaoN e ,[ j
YATTE/ AR RS AT FOA PR
pKa 5.94 pKa 5.94

5 4FEEHOYILT 7 AIOREX L pKa fE

8.4 T=AURMTF 2—T EHNTHHHI

3.41 KRTFVNRBT v E=U b (L AU0RE) 2HWEA T BIEEOSHT

A AR, W v~ NS T T 4 —IZBWT, @ e E ST T DBV S
nod, HWEMEEMOFH I v~ 8777 0 —IZBWTIE, FTUERRT MY DA
(sodium dodecyl sulfate, SDS) %725 b1 5, SDS Z & LB EIHII AR TH D 24,
U R REETIR L FIRE, £ D F £ TIE LCMS ICHW A FITHR AW, BT = — 7B A 4
VRIS FTEEDMRFT L7z, SDS DA, KT ULk A 4 (T=4>) &) RV
T LA Ay (BFA V) O SGTNARFEEM/2 DT, BT = — 7\ IdiliA AWy A T x
AW 0BRSS5, LvL, SDS ZHWDEEOSNRIL, Ak L2 kI M L&Y 5h
EThbH, LT, WAL I A TOMBET 2 —T %5 & TR LEWE T4
VARRHBHRICR A SNTLE D, T T ATFAVBBREARERT VE=U LA AL THD
RTVNEEET v E=U A WS FE Lic, JEFI & LT A A VIRIETHLAIZ VY
UL OME LT — % 2K 61287, b ug/mL (EARS5 pL) OFREHERE T, (b UV 7
B~ b7 T LK @ENTSINDRWEIC (¢) 367z, X, EIC O — 7 IRIE, &)
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T =V T RRLND DD, B CTholc, WD A 4 U B ~DWAEN, JhE
> TOVARNWEINRRENIERTH D, vAAXT MLDIZBWTE, 134V VY
LGOI FF Gy DRGIEIAR S T D m/z139 A A BRI S iz,

RTUNRIET o E=0 LI, RTIVEREA 4 o PR TH 5 %, 8% LC/MS (2
FANWL0IRNEETH D, T4 v a4 TORETF 2 —T7 2R N5HT, hF 4 Mol
A @I \CIE T D A KT, = OMOIREINE CBUKIED EVEEM O L. 2
DOBEF 2—7 2N LETHRETH 5,

(b) | 2.88

R — ‘ 3‘ 14 ‘

BREFRFE [min]

DFE 17467
E/TAY FEYIEE (d) A0 2 062122) 139.1
139.1230 (B A > EB7)
HF 3 1 CoHysN,Cl

m/Z alo

X6 AIXVVosrrl Ro(a) #EL\LEDEHR, UV Zae~ 7T A,
(c) m=z139 ThL—RA L7 EIC, (d) £ 3.14 /9D~ A AT k)L

3.42 TFA ZRHWEATFA=VDEA A UK

Wi v~ 727 4 —CElB bEwE o2 5 EE LT, I TFOZ 2055
nTn5b,

O A AR E S ik

@ BEHO pH FHEIC X 2 MEBERTH &2 5 ik

Bz 1%, pKa 4.5 OFBMECEWENRY o~ N7 77 4 —THorT 2546, BEHEO
pH % 2.5 LLFIZT 5 L IFIF 100 %R L Ty 7au RAS WEA%@@%L%%E (EZ UL L)
pH%65uLK¢é&e&1m%M%Lt% QNG A A BIOEEE o, [A—{LEMmT
HoTh, 1A AL RIZWT 2 &, DT HROTNR, BUKEREL b A, Wil 7
LA~OREFNRRE T2 D, F9BRE\ M TFIEIENE © H o i E K IE DS m e & & ik &
0~ KNI T 7 =TT 55, BERMELAEWITITEEE 2 | BE R LA IR L A
BHFIC VRN L C pH % F8%& U MEBEERIHIC K o> T T A~DORFF 200 < L T BESHE) 2 4
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LC & LC/MS oHI’E, 535, 6-19 (2021)

TEHENHKD,

ZOFEE, UV B2 Ay s HPLC TR ARV, LC/MS 126 9 O Ly,
72 &, Bl IXBMMALEW 2 ot 256 RBEENTH O 2 2B BRI 1T TFA 55 0 sz
U %, TFA 137200 T LC/MS IZHWA HITAEETH 503, M ThH D AIZHAA
NI T DA A AP IFFEITE N, X, LS S5 & W T b 2 2 12T
LOIXAAF N L TND, AL T UREOBLENG, HfERTH 5 TFA & OWMANL,
9l T I DT L U A A AR 2 SRBEIH] 2 WO D BEESREIC ISV TEL
HIFED A A ALMHIDHE Z > T LE S T2 D, Zhuk, TR LAY OEE b MR Bk
(272 D720 T, AR ENEZ 5,

Z DFRBERIEI ORI, BT = — 7 OIGH Z ATz, T =4 AR I L TiE, 59
BEME D S3HTFR X 0 SRER O USINBN O 7 1335 LS, X, T3 AR B IR Ik L i, 9598
EVEDSHTREL Y b ENEOBMBN DT 3R AE LS, —filé LT, TFA BEFESM4 T
IZBWT, 7 /BO—FETHL NI T N7 7 v BAA AV BHICL > TRIE L, N
k77 o OREE L ET — 42 2K TR, 20 pg/mL REE 5 pLiEA L, BiEF 22—
ZHWRONGEID 0.1 %TFA % 5 LR 2 €O E £ LC-MS [ZHA L7254, IR
TERIZ N 7 N7 7 VHCRO Y 7 F VTR S ie o Tz, —h ., 7T =AML A T D
WF 2—TEROTGE, QIRTHRICN) P v 7y o —r B3RiiEni, O~ AR
X7 MZBWTE, NI TR 7 7ol e a7 IM-HICH S 95 m/z203 A A
&L RFEA A AN T IMACH T ICHYS 35 m/z239 4 A v sz, v 7 b7 7 v
X, TFA BEHFHSM T T, DR F VHISMEENHIC K-> TRl 22 . 73 7 HiX
TFA A F 2 e A F U RERR L, BWVRRFPEEIZ R LB 2 DD,

HE (63

(b) | =

wIWWMMWMWWW“WWMWWWW

(a) T T T T T T T T T T T T T T T T T T T
— 0 ? ! RGNS [min) ¢ B
\ / MNH
s I (736)
(C) - | 626
NH, 1 p\
0 — \
e PRI o A M e o ANV s ongo ]SSR by N g i
HO
¢ RHFERY [min]
SHFE 1 204.225 -
E/TAYV NEYIEE © 204.08987 (d) 5 o0 [M-+cl]
AF: CHN,0, ] [M-H]- 239.30

203.29

L. \\M

T T T T T T T T T T T T T T T T
30 40
m/z

X 7 AFA=rD() EELALEWEHR, ) HETF =2 —72HHNTWRWGEED
EIC. (¢) MMEF = — 72 HW\Wi=54 0 EIC, (d) {#EHHH 6.26 /D~ A A~ kL

100 20
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8.5 WTFAVRET 2 —T RN THHI

AR, BRI W TRTHLICBRR SN 5 EHE MO T, IRREIED HD 5EIG 3% <
2o TR TN D, TIUTHE, BERREIRGOZ OGO LC/MS ZHTI 332 R A E £
> TW5, % W LC/MS THoth T 256, BEMEIZ F U =F /L7 I (triethylamine,
TEA) Z#Nd 55408 —REICHWH L5, TEA IJEEMETH 5%, 0.1 %RE THILT
ZOFEFE MS HEFICEALTHRERMBICIT D20, X, EBRITAA 4 it CllE
SNDHGENEL L TEAITAA 42 TIIFA ER S0 ot B RIBEICIE e 57220,
LorL, RO T 24T o 7ot Rl —25E CHE CIZEA A U K 2 RIE 21T 5 B 5E 6.
FRNIZFRFT % TEA BT a 153 5 alietEnd & 5, TEA ORRZ2USINANL, Hk 2 7210E
BOWEHTIZEA LR WEREE LV, TEA 2RI L 7=BEFESEC BT, RO i)
B THHX I VAT REEA A RIBICEVRIE LT, BT AU RRT 2 —7 OF I
LD~ AART MEK 8ITTRT,

[AMP+TEA+H]*

m/z 449
[AMP-+H]" [A;P;gg
m/z 348 mz
m [ADP+TEA+H]*
(b) [ADP+H]* m/z 529
m/z 428 ,
m/z 609 [ATP+TEA+H]* O Ald(a) & DmELL
Yy »
[ . m/z 348 [AMP+H]* 3215900 (3.87%)
N m/} ()
[TEA+H]* |
mis102 | BA m/z 428 [ADP+H]* E:3380 (4.644%)
100 !
(2) | m/z 348 [AMP+H]* 3£:4100 > m/z 508 [ATP+HI* B8[£:2540 (8.47f)
H »
m/z 428 [ADP+H]* 3fE:728 . I l |
‘1&3‘250'3:‘!0'4&3'50‘0 IG&? I7U‘3IEEID ‘960 ‘10‘&3‘11‘00‘
m/z 508 [ATP+H]* 3[£:300 m/z
A S S —
A ,
mm{ﬁ‘a&u‘a&‘sﬁu'&‘a&‘ﬁ‘b"'

K8 X7 LAF RDYAARY kL, (a) BT = —7 % H 72 nWGa,
(b) @D AT FVDYER, (¢) BT = —7 % i=5E

@K PMD~vAAXT PLICBWTIE, X7 LA F FoM+H] A 4 > O f i
[MA+TEA+H]+A A B STV 5D, X, m/z102 (2i%, TEA O[M+H]+1 4 A3 @ s
TR SN TS, @D~ AAXT MVIZEBWTIE, m/iz 102 A 4 58D L
[M+TEA+H]*A # 35 R S cunzan, X, [IM+H]Y A2 fElE, (a), (DI~ T
AT 5.66 15N L7z, (2) e ONb) Tid TEA 28 @i CHIFL TV A BICE X7 LAF |
DA F AR IHI SN TE Y, (T TEA N F 22— 7 THRESNIZFIZI > TA A 1L
FOMPENBD LIz EZBND,
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4. FEW
U UBEHICARER S D RIS MR | AN EFMEA A xR A A AR O JRR & 72 S f
FEMEOUEMA (TFA ° TEA) FA2WAER KL MET = —7 2% Lz, £ b OBMAI%
BN L 7= 2 VT LC/MS MITE 24TV, @H TIEAATREZR . AEREMEH R A A vk
AR UT-BEMESEICEB T 5474 LCMS JIENARE Th o 7o, X, 5T
HriE o> A A A2 W09 2 A &2 AW T2 EAR IR W TR, £ b OB 2 Bt
Fa—TIZ ko THRET L2F T, MO HRE W L Lf:o I F = — 7%, LC # 7
Lb MS dEE L OICHES L. BEMRICE £ 0 NMERMEES 2 —ERH - —ERRE S
SyATRE LM S 5 T, 1@ LC/MS TIX A2 RERMEB IS 2 VW5 F%
&I D, BT LTHBESIVIZR D, BT 2 — 7 N T OWERRYZE /] TR 2 i3k
ZQEEZJEE T HIT . E OO T IR TR 25 % Th o 7o, miTFEIC K> TiX, A4
VRWBIE~DRAEIC L 2T, J R N T A= R Tn— N2 rR0T7— ) v a
ZTHanb o,
LONOFEH LEOHIFRIZA D & DD, WERAFRE T H > I A EFEVERE R RN T TOA
> 74 > LCMS DNA[REIZ 72 555, AE T LC/MS OIS OERICKE LS FET 5%
PRSI D,

HEE
LC/MS BIEIZ W ATEW 2, AARETFHRASEO I DRk, SEERICERHE L £,

CliE BN

1) KR H 309 kiKY v~ 7T T 4 — AR
2) TEK=EME, 8 318 [FlRIAZ v~ N 7T 7 ¢ —WF5ERE
3) Mk B, 303 ENRIAY m~ kT T T 4 —WEARR

B

g
OO

it
ﬁﬁiﬁﬁiﬁﬁi

B (2017).
B (2017).
B4 (2016).

ol

5

18
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< PEEME >

B/ ER (Sachiki SHIMIZU)

<1991 42 3 H AR KA

“1991 94 A =Wkt att (BUE L7 A v AFEHSE
BRRtE) AfL

“20164FE3H BLIANLT 7 A I LRSS
(BUE L7 A L SRR IR |

“20174E1H TAxR - V) a—va s AR A ;E

LB EEHH LC AL HIBE. LO/MS 47t B, ‘N
IC S LBk

=

EE B (Yutaka TAKAHASHI)

+1990 4= 3 A BES KPR F Pt L et L aaR e 1

- 1990 4 A AAREFHRASHE AL

- 2000 4F 3 A MESERFXLEL (%) 25

- 20104 6 H A ARE RS RN

*2010 8 AT R V) a— g ARASHERT,

RE Wi

+20194F 2 H ST L o 8= X REEFE AL E
CBUE, R v~ N7 T T 0 — RSB & L CIEE
< AT EER LC bt B, LC/MS o L H Bk

- AR EEE EifE B3 LC/MS E&HT AR (2021) ., 15 HbsE
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CAZaVA
BEMEWET =) VT ERRWS T ) — L 1x?
B L= Ry o 720112

What is a silanol group which doesn’t make a basic compound tailing ?

What is more advanced end-capping ?

FIL{EFn /Norikazu NAGAE
KAt/ ve~=v 2777 /vy —X /ChromaNik Technologies Inc.
(Received June 17, 2021 ; Accepted June 28, 2021)
¥—U—F U DRPEATEA T ) -k A = PRy v BV S

1. %I

Wik v~ 2777 ¢— (liquid chromatography) % &#{tL7- HPLC (high performance liquid
chromatography) 1%, 1969 42 J.J.Kirkland? 52 X W BT S iz, ERYKRFEHA I N T\l 7 A
I, B30 pm 75 40 pm DA T A B — X7 EORMEIC 0.5 nm BEDEL DL UEfE BN FET kL
FINFEE N TV, 2L, HREY % = 7 — (pellicular) 2, 5.\ i& CSP (controlled surface porosity)
FEHEA D E PRI TV, ZO%, KT 10 pm UFORZANMES D (U B 7)) (2K 5l
INHEA, BIETIEY 7 2um ORLZRIHRE L 2oz, ¥ U WORMEIAFIET H T/ — WV IEITIEE
BE, ZOTT ) —VEEN LT 20 U AERE L G T 2 E0R Bk, WitHo C18 (ODS) 7k
Z OEEMPRE SN, LirL, YU DREICHFETDETOVT /) —/VHEIZ C18 7 ED U Y UL
REDIET HRTIERL<, 12035 28 DT 7 — AT ) BREICHKE- T\, ZOERFEY T/ —
NVEERA LG O GBEC R E L2 0 | R EEMERAE L, T— U 7 ST LTck, SO/ SR
U AF UL (TMS) REZ IS S, FRFEY 7 /) — A Ea2D7e{+5, grif=> F¥ vy v b
TPMTONDERIZ I o To, AR TIR, ZOBRAFEY T ) —VEOGEE~OEREIR, o=y R¥y v B
THHAZ DN TN T D,

2. VI )—NEOKE
21 BEEMELTOYT ) —VEDOHRE

HPLC Mo U ZFAFIEANL, &V AREMHEM LW ) DTN ZEDEDEWE T v~ N7
T 7 4 —lT, XOKRT v 3 — /Ll EOMIEREEE U B F IR S, IEMASENC X D 0 BEE 1T 5 IE
o a~ 777 0 —IHT 5, Wik, YU AREICYT /—VEES L TRBEOEWT X/ 7'
LAY NEREEZEG U o~ 8777 4 —I2, XA T EZTINT I VERT =13 U Vi
e Lt e~ N7 4 —IHT 2560755, HEOHGHFE—RNCLY T 7 — Kok
ENIEDLLIN WA v~ N7 T 7 4 —CIEECFR Y WA R E LTE X WifHE— e U » 7 (HILIC)
T — NORICBEFIIZKRDE END0BEE— FTIX, IF AT LT A M, 7T=F1Zx LT
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A A BERR, B L EWITT U CKRBR/EENHL<, VU DERIGFET DT/ —NLE0D pKa 1 2.6 A
“BThorEEbnTBY, 7 /2 —/ 3k (ESI0H) 23EEE L. =Si0~ OIREEIZ 72 5 pH 3 LI EDBENFES:
HIZIBWT, A A HSeA A RIS Z D,

22 V7 —NEZLIZEEMEICEMOT—Y T

— %72 C18 7e EDWiFA T T L&k W T EM L EME DB L -G a o — 2 3T — U 73 5N
HMOENTHEY, BICBEEARABICTE b= I AZHAVD LTV LV TESVNEEL 25, ZOT
— VT Ry v B T OBENELS, VY DREICREZR S TNWDLVT ) —VERFRETH S
EEDbNTWS, TV RE¥y v BV 7ENRE W C18 7 7 AME EHEMLEMOT— V) 7’z bild
2. BROTU RE vy o B NRO SN, HPLC 5T A A= —d@Ry R¥y v B 7 %5
> TKl=,

ST AF R~ 87T 7 4 —IZBWT, IWE LEEME DR TA A AR Z D | WHEITR
FFahd, LrL, IS E =27 3EANCT — U 7T 5 H T MmO, SR IE, (4 Rz
DHDITT—V T ORRTITENFIZ/R D, T, ¥ U BREHE C18 I T A Tl ML &1
F—=U T E—=r b0, Tk =k L 20 mmol/L FilET =7 LMEEE (pH6.8) 285
R TIREG LBEMIT, U7 a~ v 7T 7 0 —CORENZBEMCTH D, ZOBEHHZH VTR
D) B ANV EFTE LTZ T 28 C18 XFy T/ 7r /L (CN) & EMiLIZ> U H% C18 /1T A
LU HBHR CN BT 50, WEMEEAWTHLITI NV TF IV E—J 28 ETHE, YUV DT
LETUIFRCN BT HET—V T OENHTEORWE —7 LiaosTzi, U 5% C18 1T AL T
— VI v—r %R LTc, YU BHTATIEY Y BRENKFER SR, Z OKM@AEEME LT
bV v 7E— ROIEMSESEZ Y | WEERFFT 2, £V v 75— ROV U BEEMIE, 7/ —n
LT )= VIR LT ARG T B . pH 6.8 DRBEFESMCIEY T /7 — VRIS fREE L. 71 b
A UT I LG e A AR Z D, [FAERIZ, YU BRCI8 BT ALY %R CN BT LD
BEMIL, C18 XIZ CN, =¥ ¥y v U 7% LIEHAICIEF=y Ry y v B 74 (TMS 72 L) &
B U AR LT Y A REOIRAFY T ) —NVENDR > TR, 7 7 — VERITREEL ., A
TN > TnD, K12, 7T MV TFIVrora~v v I 080T 7 —NEROKFRES R
T, TTITRENTWDERIZ, FRIKMENTNDE YT ) — VI EKRIRED Y T ) —NVFE T
YEAL G DA A L ZZWEVEN BRI D, DF VD, 2 U H% C18 71T A TIE C18 7 /L F /LE{D i\ BRI
DEEL, C18 TAXNWEHOIIMFET DT /) — AVIKITAKFIA RS2 | W LEME A 4
ok LT-RRCBBER A A — X Z 57, WA LZEFEOREICK > TE—r 7=V v 7 &2z TL5
ZoNb, YIHBFRCN AT LOYT 7 7Fa e IiE, ~FH /7 va— R 8O ZBEEICH
WIVRIEAE— ROSBES FIREL 2R DS M DHEC, BUKMERR Y EL AL, WL T L0FT
I CON [IIEFITMEDFEWEEM TH D, > T, BEEMNDT T/ — L EKIFETKIMB 5 Th o7z
EEZLN, YU BB T AERBRCHSKRIILIEY T ) — VTR R LA & O TREIRIEO £ £
2725 HFF R, TV T OBMNE—I BN EBONTZEBZ X LD, 1982 FFITRE SN Y TIET
S RYTFUOSICBER E U CEBIREE S pH 7 OREEIRS, X 7 58 LTCN BT A0 H
WhHTz, HRHIFRED C18 # T AT, pHTOFEMTIET I MV FF IV =237 — U 7 LD,
COMILTIECN AT L H2HNT, T— U v 7 OENE— 7 RNELN TS, LarL, CN I T L7
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PALEMIT LT — U 7 AR S IRWEH O F KT E) > 7,

2 Womlon Zi /b Te ez o Cl8 =z Gl g = CNHZ LTIEYZ7 ./ —
J —IVEIZ &Y IREMA NEICE Y EEMLEY VEICKYIEREEMAS
YT —=U 7L ZF=U>o9% il = U2 DAy

| N

BEE: 7 h= b UL/20mMEEER T > E = 77 LipH6.8
=7 T7IRYTFUY O

C18
i
e N\CH3
REHEDOENS T/ —ILE
REEDIENSS/— L& /l % BEHEDENS S/ — L&
_H _H _H _H _H ,Si o ri’o—H
. o & 7y @&

Si- Si- T

A AR AR AR CR SUosLsL s -
BHORIE & KD b B B BEAR CHBUKE (C18)0BBTAAILE NS S/ —ILE
BKEOZEN DG <, +HKMMES ST/ — L
K1 7IRVTFUETT 7 —NHEOKFKEE
23 V5 ) —NVEFENLECI8 T A
C18 # 7 ADEEMNICHFIET HT T /) — NV ERE TR L Thiut, > 7 7 — 5k &ML
BMDOAFT WP Z > THT— IV 7 LRWETH D, Ok C18 FRIEANL, B AL —>
DT ) —NEERAKEEICEY Ve U ESICARIE LI FICL VAR AREETH D 9, X212, C18
DfEE Ll U B REROPAME S ORXK 2 mT, U AT METELT 7 A TlEmEEEZ A LT
720 200 CULEDOBZEEIT L LA REFRENE, 2 00V T J —/)VEDEA < FIZ L0 BK#E G

IvRFryEys% i
7> TLALCI8 Sunrise C18-SAC

§

W%ﬁ@%h\ <A ~ o
S5-I Heat 7 iz;ﬁgn

BEARE L KD SR D BEHBRP TIEBAE (C18)0FETKMLEWS T/ —LE
(O H) BukE (CODBEHDRL, +HKMLRES T/ — Lk
2 BULFRIC LD m XY e~
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MAREERD | X URAICEIN D, D%, KAFETHHICLY | BUKHG ORELZ T IK
T INERE L G WG DY v XY UG DB BNKGIRS L, BT ) — AV RICR S, DF D, BER
SN T ) —=NEITKMB Db OORERSL, Juv=y 7T /) rY—Xt0 Sunrise C18-
SACIZZ DRI L THUE SN/ CI8 W T A TH Y, 2D T Lk HWTHEEMALEW A 53 LR %
3R T,

1
H3.5 2 5
e | 3 . hmmmn
Hat || 23 S
i 4 N=12,500
—A
H50 | ¢
pH 5.
3 5
4 N=11,500
.JV_LL, A A
] 2
phisi 3 . 5 N=11,500
]
pH 6.8 3 5
4 N=11,500
_Jhﬁl A A S
e e,

Retentiontime / min
3 HEMEALEM DS BE

MESAE « #5 4, Sunrise C18-SAC, 4.6 mmI.D.x150 mm, 5 pm ; BEMH, 7+ =k U /L/100 mmol /L g7 >
F=v s (FE T pH 8%, pH P15 #) =70/30 ; &, 1.0 mL/min; &7 AR, 40 °C; B ; UV250 nm;
B—7, 1=07 ), 2=bVvx2y, 3= ST oa—), 4=/ NV NV TFV v, =TI M) TFV .

BEMO pH Z 3.5 705 6.8 £ TAMIETWDHA, pH BEmWIE ERFFRFHIZR S o7, X, 5%
=207 N TF U COEREEEXFIIRLTNWDEN, £2THI a~ 7T AT 11,000 ELL LD
BWEETT — U 7O E— 7 3G HiT, BT, X4 CIEHERE A 10 mmol/L 2> 5 200 mmol/L
M S BT RE D 5BE A R T, A=V KT v 72 A4 DRERDO Y 7 v &R Ao b 133
BRI E T, —EDBHIEM Th o7, Lol HEM e Tchr7ya 77/ a—n, JV M) TF
VU ROT X N TF U AT, HRENEWIE ERFFRF R I3 < oo 72, 5 Tl 7 Wb ore —
Z AT O THREEHR O YRR O et A A, IREFMRE O At e LT ey b L7z, X, X 5 12i3A
TR v~ NI T T 4 —IB T DIEHERA A RE L RFFOBBRAL R LTS, YT s e—
Ny IRV FFUURORT I R TF Y L, ORI BAINDARIIRFRHR I O G & HEIEE D%
DRARN~A T ADEZDOEMRE 2D, A A RWI v~ NI T 7 40— DIRBERA 4 IR &R
FrOBMRRICY TikE 2 WBEREN Th o 72, ZHIUTIEIS, A AU ZHBMAMEM T 5T & 0 R 2 2
fELTWDHEERLTWD, 7/ —/VEORENIIEH N Ry v B 70BNV ) 1% C18
BT LR KRR+ 7e v T ) — NV E A5 LU 72 Sunrise C18-SAC U 7 A3 A& OIRER)S 10
fELLERE < WAL L A 4 RO WA EAER MEN T BES R S LTV
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1 2
3, 1
200 mmol/L ' l ’\
] 2
3, 71
100 mmol/L I H '\
1 2
3 5
50 mmol/L 4 A
] 2
5
25 mmol/L 3 4
A o A
1 2
10 mmol/L 3 4 5
. - A AN

0 2 4 6 810 12 14 16 18 20 22 24 26
Retention time / min
X4 BRDHEEIRRE COIa~ NI T A
MES:  BEE, 78 h=F U AERET =7 5 pH 4.1 GREERIEE XX TICFTE)
=70/30 ; ¥i&, 1.0 mL/min ; O 3 EF L,

1.4
1.2
ol PIRUTFUY
L 08}
g
- 046
e | 7075/0-0
: WRUTFUY
ey | RLIYV
~
0.0 .
0.5 10 1.5 2.0 2i5 30
log [Buffer concentration]
z z — V 1
_ B B r B
logh = ——log[A]+ —log[ 4]+ log—+ —log K
Z 4 Z 4 Ve 2z,

A RBERIA A, B:BIEAF Y, k: BOREEK K: EBRERK
Zy Zy: A A OEM, V,, V, 57 ANOBHIRERE & BB AR

X5 BEMEOA A4 EE LR o R%
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3. FHT Xy L/

3.1 kD FRr o BT EDE

PERDTZY REx v B 7L CI18 e EDT N )VEE ) W REIEEHR, Folov T/ — N KITHE
DINE 72 D AR, BIZIE TMS 72 E2FEASE, v T ) —AikE D7 LTWeE, U BEREICIE
2T VIR 8 ~ 9 umol/m2 fE(ET 5 L SO TN DAY, 1980 FFICHE SN OTIZY U 7 )v
W2 C1I8 T AFNEZF AR . TMS ICL D= Ry v B T Z T 7% TH, & U BRIEIZIE 50 %
FREDY T ) — VB> TV D LGt T bz, T0%, =0 R v o B0 7 RETLE S0,
BAry 7 ) —VEOEBEN R bV Y 15 C18 FBHAITY 30 % Loy T 7 — - T g
EHEREIND, BRI LD T ) — A RRiiv e U SICER i E NS A, T ey v B 7L
EEIRTITOFEICED . VI EREDOREAETY T ) —AVEBMD T2 L3kicy T ) —nFEova i
VRSB ASOEWMBEZ Y I T ) — AT TS, X BIRTOZ S Ry v B 70T | |l
ORI T A FIRFITENNTWDL B b, FARETFOBENIZL YV Fxy v B 7T UL
EREDFEABIEIIEmLS 2D EEBEZOND, (- T, MR FXxy v B 70Xy U hRiEE
DYT ) —LIIT 10 %5 20 %R E TR LTS RSN D,

32 BETYF¥yyb 7

Fex oy Ry v B0 7 HEN HPLC BT A4 TRA LN TWD A, TEDHTE LT, FAED
HPLC 717 A A—H—133 UV HERESCKIGSEG AR LT LT, YU BRHT 7 LD —H—(C
EOoTZ UV RX¥y v B T3 T T v IRy 7 2L TS, ZZTlE, Zuav=v 777 /uy—X4th
TITo>TWDHZy REy v B 7 HE DZOWTHHEIZERER T 5, HFHEEME L TOTLFLEST
= = VTS EREE Y ) R A AV, ML U TTIERT A HEICL Y V) A S NICHEEAS ST D, =
VRF oy B U ZRERIE 2 [FTV, T RER o B ZRIEE LT 1IRIBIX 1,5-Y 7 maAaF AT L
FUsax$oz 2EIAIE NI AFALZaas T2V, ML TR L%, BEEALEE
PAZS RN T 12 F§fE] 200 ‘CLLEDIREAMERF L7z, £ 112, a7 =y U a2, C18 7 /¥ /LK
RGO, 200 CLLLETHD X CL(X-40) CTTZY FF v v BV V270 ORBAGHE, 7 I
R ORFHRER E AR,

#F1 BRARETOTY Ry v B0

IV R*v v Y SORIGEE X °C (X-40) °C
CISTEERDRRERE 7.0% 7.0%
IVRFryEr %D 73 % 7.7 %
REEBEE (BT & Y cash —ERUINT) | (BhIC K BCi8DyllTIL AR L)
AFYUEEANDEE Yes No
FIbYTFYDOE—-IFAR R%F B (x °c&RL)
REFREL (k) 10.4 9.5

*HM U a7 =y U (HFEER 150 m/g)
HMERHMRE OMESRM:  BEME, A X —IVK=T13; T NEE, 40 C; RE, T IR E L
T RF Y v B IRBRORFEAEIL. X CORISIRED T A(X-40) CE Y bK< o7z, T,
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X CORIIRETIZ—H#D C18 TAFNVENOW T 2 HRFKR TH D L Ind, X, HEMLEY
THH7I NV 7TV o= BRITEMGRE CHRIBEICEBHFTHY , BFY T/ — VO E
HIRTRD bR oo, —RIICFE U U W EAIE RO TSE . RBEH RO & O TR O 05 3R FE
FERELSELD D, 7 INN B ORFMREIIKFE G A EDORND X COHAMIT 10 %RREKRE o
776

M 62, = R¥x v B ITHOVY AREDY T ) —VEOFEREOHAK %77, X COXIG
TIEY 7 /=Ny UAICERENDDICR L, (X-40) CORIETIEY T/ —ikixvae s
P ATERINT, o T D EHEEIN D, FEHOBUKMEZ, v U HEREICFK> TWDH YT ) — VK
EEH CI8 T AN Ry Ry v BV THIRENPEGE L TWAHEEZ LN, T ) —/VEEDFAE
DBKMEZRR L, 2SS LTVNDEEZLND, REEGAEDMENICHED L TREEBKE W
FHX, VVARMENIEDL ST ) —NEPRDRNEEZBEL TS, TR VHESEETOT Y B RHE
T LDHIE, TAAVIZEDT Y IOIKGSIRIZEVRESNLD, = FEy v B 7 OmmehHEIT
U AR OBUKIED B0 KGT-O> Y BB ~OPERBE S /D7D %, U I ONKS
fRHIEL 725, LU, YU IOT NI VIZKDIMKGFENTS Y DRENAFAET DT ) —NEO T A
KR T DRSPS E RV Z D4, V) IREICHEET DT/ —ENDI0IE EL1L
L 2D, T ) —NVEOFEREZ DR T HEIBTY Ry v v B 71X, WEMEEEMOT—Y
T HEMA DT TR WAYE, BHCT B UL COmAMEZ R LSS5,

(X-40)°COT>Y RF¥ v v BT

(\:18

End-capping layer

19

7K

L= ANS

K6 T R¥xy b 7H%OVYAREDOYT ) —/VIEOGFIERED K

3.3 HEEMLEMOET—7 IR
AR OERT > R¥ v v B 7R Z i L7222 ) 7 C18 T 5 Sunniest C18 1 7 L& H
ML A Y O EEZ XK 7173, e LT, @FEO TMSICXL5=y R¥ vy vy B 7D E #: C18
DHBEL TR, AFREDORA S 7 —n & ClEREER (pH 7.5) ZBEHFICHV., 7T LR 40 CTO
4FDOTI NI TFIV U E—T T EACI8S BT A TYH, Uy —TRE—JIIRTH o722, B RO
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\ZH T LREE 22 CICFITEHG. C FMEORRICBEMAMEBEZ A 2 ) — A0 b7 =k
ERLIEGAEICIX EACIS T ATE T I NI FF IV v —27 37— 27 L7z, —J7, Sunniest
C18 1 7 A TlE LC/MS HH DB PERREIR 2 BERICHW S D 5o, 2 TOBEFREETT—Y
YT DLW X =T R = LI,

N(4)=11,000 ,
A TF(4) =1.03
4
] . i
2 gl
' i it Extci1s
e
13 4
B N(4) =9,000
TF(4) =1.06
2 4
l . | A ExcC18
—U O | R \ ] NG
11 2
C : N(4) =12,500
TF(4) =1.04
- k ﬁ ~ EitC18
_JULC‘" """ i FS
i 2
D ¢ 4 N(4)=12,100
K TF(4) =1.09
A 5
)N A

0 2 4 6 8 10 12 14 16 18 20
Retention time / min

T HEM LSOy

MESAM: : 775 2, Sunniest C18, 4.6 mmI.D.x150 mm, 5 um (%E#) , E 4 C18,4.6 mmI.D. X150 mm,
5um (AR ; BEMH, A) A%/ —/1/20 mmol/L U >k kU v A& (pH 7.5 ) =80/20,B) A%
J —/W20 mmol/L Y ) b YU v AEEHE (pH 6.0 ) =80/20,C) 7% b=k U /L/20 mmol/L, V &+
kU T LRRETE (pH 7.0) =60/40, D) 7% =k VU /1/10 mmol/L FiiE 7 > &= L iEEE (pH 6.8)
=40/60 ; i, 1.0 mL/min ; 77 AiEE, A), 0),D), 40 C,B), 22 C ; #aHi ; UV250 nm; v—7, 1=
TIIv, 2=7a T s a—), 3=/ )V KU TFV L, 4=T I MU TV, b=,
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4. BD

KT T ) —NVEORHA~ORELERZ LT, Z<Dru~ 777 7 =3y ) IR T T A
TOWEMALEMOT —V U T 3EGFEY T /) —VERFERNTHD LR LT D L Ebh b i, EBIC
x> 7 7 —NVEEOKFRREIZ X 0 AL AW OT — )V TEAVIIEDY . HaKkfLizv T ) —
HITEEMACEH DT — ) » 7 ORI TIXENF LI LT, X T ) —NVEOA F kO C18
Ii] T HH O 3 FH Sy Bl DS EA L A I RIRF ISR L CrBES R SN A F A HMZ Lz, BT, ¥ U H
FIT LT 7 ATHY, BT ALRCARCERTIREFAEE | ERESE(LT 2L, miRlcK
HYT )= NEOR XY UREE~OERL T Ry v BT OFED 1 DTHLHF LI Lz, Bl
£t HPLC/UHPLC 7 7 A A — B —OWZEE 2L 0 . B LR L S v, Bz A Bkl s o3 e A
THEY, 7~ N7 74 =0 THERLFBE/MFEEIND,

51 FH 3Tk
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< PEHRERE > E 181 (Norikazu NAGAE)

- u~v=v T Juo—X (T552-0001 KBRIFARPRKATHER R 6-3-1),
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LC/MS #3#rizsk® 5 5 HPLC K& U UHPLC D08/
Performances of HPLC and UHPLC Required for LC/MS Assay

¥EBRTF. KK, Kyoko WATANABE, Yuki ITO
A&t EERERFT  Shimadzu Corporation
(Received November 19, 2021;Accepted December 5, 2021)

¥ —U—F HPLC; UHPLC ; LC/MS 754 ; XA 7 slBHEANLEE ; Av—7 v |

1. EF

LC/MS 3#ricBWT, T A5 H S LC Y AT ADMEREIZ, HICERSTOKER
EEDNRICKREREBLEZDENDH L, LC VA7 LA ZHICERE kRSP T, K
Hoa v R—F3 v MERSNHMEEZELS ML, @Y 7AR LC Y AT AZHBETIE
LU —EEEHEOSWOIHEREGL2FNRHK D, A TiE, LC/MS 27 LM @ HPLC
KO UHPLCIZB W TEET R EHAME - FEERBNT 2,

2. Ww®IT

LC/MS 1xZ OEN - H @R & EENS, W A, BE, BR, LS00 HIC
BWT, EEEOPEESHICRKPERWEIFE o, FIZERSNICTENTIE, 77 A
SRR+ Tho CTHOEESHERN N EMTET 2F T, Tl —FAoOKMEDO LN
BHERRB O EESTZAREIC Lz, BT, BUIRLERMAEZ NIEME L UE &K E %
I 2RO, SR Z RIEICEMEH RS /TRt &5, Z OREIL. K E) BRSO
RRAES ., ZREORESITNRD SN DB TIERNICE ) ZRIET 5,
INHOME D, LC/MS ¥ A7 AZE T D LC HITi k28 &y BEmic kAT 2% E
FEHIND ., TOMOEREIZOVWTIERSFEMINLLIEER DRV, LArLans,
XKML ERE - EMEEREEDLIICIET. V7 2 0HORBESRZENES, LC ¥ AT A0 MS
T—H XL BRHMTLIFLIEETHY, TOMB LD LC v AT ADOMREIZR
LCEMEH ARV, 22Tk, LC/MS ¥ 25 Al ®» HPLC } 8 UHPLC 28\ T, %iE
N7 WBHEARE (A—hY 77 —) [ VAT LAEFRIIRKRO LN D MRE - KD
WTak )5,

8. EWEARVT
BRI T DICEHMMEESGE L, T2 7 2 EHIEEZEGNICRESRICEAT D
LETHY, REMEBEZRERS B2 MERZEROM ., B 7 L1205 U2 E MK
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RIGHEREZR CHLEETHDL, ZNOOIMEHOEREREESL I NE EHTLHEFICONTIH, =
Eo®E VIZEEL W,

LC/MS RGBT 2y —F oMK EOZ VA OSTCIX. Z7a~ 7T 7 40—
DoBEEE A 7 VIR E DT U ANRREL, XRMEM S 0BT 52 FE CTERBE 2K
BHKRLH, BOMHMEKREZZLSERPORERT D77V MR LIS HVWLR D,
“to#REchsrEY, FI7VZ U MNEBICEEES IV N EFREREST TV B
FAPE L (HHOWBHEAIZIIAXXE 1) 228) . EZ 7V RO R,
REE A FAMCHEIN I 2R L TCBBMHEZREGT A, 77V Mg
nWHEENNSS BEBRTZ7 IV MEBEZTOOBEERSBEICELTWVWLIETH D, —
H.REZ V2 P FRIZ, B0 BRA 7R EROBHHEEZREALEKRT D, B
FHORGEIRN7HEHANICHKESI N CLERFRLZERE LTITbh, BIR X T7HEOR&E
IFXFV—ZoRENS TV NERARRICBEBMENDS, 204, BEZ TV MK
AR TV PENEENPRELS R BRESHICII AR E RGENA DR, KN
TEBEOLIRNWa X MR LC VAT AEHBELRLIESOIMEEAET D (K1)

(A) (B)
I I
Controller Contraller
FrrrrTT—
1
LC detector Solvent LCdetector
diliwery urt
L 1] | 4
L o L 'I'
Lalwert [ Salvient ol
delivery ung Colump deliwery urmt U
i oven Il ol
T ]
Mutasamoker Aulosampler
Y
= - =

K1 KEeEr7o7vzr b FX (A cmEryo7vyr FFKR (B) ©
LC v X7 Akl (B#E: Nexera v U — XDOHH)

EEI~EEF, ;EZF 7V P AR EREZ IV R HTATZ IV PERLAE R
WD L, 77V FARICEBIK R EETIIM Y AT ATREEE SN =R Eb5R
BROVERFLR THD, BEXCT L7 —F ERFRHRHAN B LRV, 5B Y — 2 NRER
LHEDOGEIE. BET—AHREBOY AT AERE LSHEREL, IFF—FEOEELR
EORBERETT IV PERERZ ~HSEDLIFEREE L,

X, MEHBEOHFILOBNT, BEHT LT v 72 GEsS 7 vy b X
bHWoND, HEORCTRERT LB R EeRECHECEBRAS T 2F T, BEHHMK
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R pHEXTEICLAEH LS, 2OV AT AE, FRICFHTHE L =2 K 0B EH
E1OoTORMYT L FHEZHRBL, FEEOABRE RWVICHIT S, X, BT LAL v F
VIR EMAGDENIE, DHEEORA T Y —= v SRl EEMEREM 2 A BT
HAY y FREREXEY AT LELTHIEAERDS (K 2)

P
4 ' Columins
i I - S\ {
l{ . } Salvent delivery unit
EEEN S
Uir i E' ] U
Flow line switching wnit -~
[Built into solvent delivery unit]) 7, Autosampler

o

: I , \ -
& o o '..
Salvent delivery unit i = =
%7 i ‘— Flow line switching valve
== : ! Column oven

Flow line switching wnit
(Built into sohvent delivery unit)

X2 BEMEITLYyTo vy, BIEZFITIVV NER, BT LARAL v TF v T REORER

4. ABEAEE

REHEAKE T, A2 —CEE. HEBRICHERS I T LICHEATLIT AL ATHY | ki
BREANFANGFLET 208 VD ZZTHAHEARXROA -+ H 7T =242, LC/MS
SHICB W THERMERIZCOWTHRT D,

4.1 FxV—F—1"—

MY VM EMBE &0Metid, WA LC RHSBICHNERE, S8 RETH 5,
TvENZEE TR (lower limit of quantification : LLOQ) ###t4 2 L WS 2%
MEVR, B RRBEALBEORBEROCRELITLRIE., EREOEERBRIEICE N T
Bif72 LLOQ 2/ b2 WENH D,

HEALTEREBFOSHFEN DT L% 5T LCIREANEIZESFEL., WREILEOSHIZZE D
BENE =7 o THEHT 58K 22Xy ) —A—N"—L S, BALERABDOZ < |
T L Fxy ) —F—A_"—Hkovt—IPEMLEL, EREIV -7 EEMEIHML TE
BHRAEZELD, B2, o258 20ABOME Ty ) —F—"—H kot —27 N
BHEIND L, ARREAINRVWEDOHNENRGEAINTWDL ERHUET DY A7 %2 B A
THHN3ICHEREDHEERKEZEALLR KT TT 7 7B ZEALLEHEZRT,
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ADOBHEETIE IRBEOT T v 7 AEHEARFICIE 11.7 % (EATOEEREEAFOE
— 7 HEICRT D, T RBEAROE -7 HBEOEE) OX v U — 4 — N — N5
I, THIFEERKRELZ 100%E LG, 77 0 7 BR ARG ERN 11.8%
DWETERAT DI EEBRABINTZOLERBZTH D, RBRIEOEBEEFMO 7 = — X280
T. LLOQ i QC & ¥} ® Accuracy 7 =20 %. Precision 78 £20 %% R T 2R E & E % S
NoH%E Y, x ) —F— =% BEOEBERP£20 %IZIE D REN LLOQ & &
ESIND%, 7o~ 7750 SNHICHIRBPADICLWMPD LT LLOQ 1T K& R MH
e ERICIE TEREOE W) RBRIELZR->TLE I,

A SN 3TIX, 2% 2mE, S3EIHEEHMITITCT T 7RABEZIEATDLE, TOE—
7 AR S Be SRS L7e 2y, ZHIEADOEIZERENREICHIEL TWDL % TH D,
WDOEETFTTIH.SEIEDEAICBNTHE R 045%DF ¥ UV —F —N"—REEI N,

(A) (B)

M——

! i

[ 1 1 ]

'\_-_-_..l |_ wy r
| N | -
# .- ™y £ 1
Y aEs s Y gba

]
]
]
I
|
| gl

TERE0E 11 14 Bty A3 EXITT FTT] 1 r T ma
— STD o | sTo
{1jsmailfL oo ||
v [\ utyrydcoenzyme &) s I
_ . I
T T T T T T L I B L R e B e e S I B R e
13 118 178 178 118 (EE ] - 1na i na "y e [F11 o
i |t HddtEgsosanyma a8 BTN O TR 1P it g b W T -
19 Mank : 11.856% 1" Blank ; 1.24%
EEED | el 3 1
] |
L] | | B | ll,.
I n M
Ty S B B LI B B S T T T T T
LA (L1 e e ne LEL L ne [T ] L2 128 (L1 138 -_
iy o et pamarymas d b 1 RGP BOH B iy ] 1B e g oy ok e R R0 ] D
2™ Blank : 1.48% 2Bk 1 0.20%
Temen 4 Vo -+
L w000
FaN Ty
W e e i85 iB i oma e i e 158 e i me
T WL B e SR s L e T
3" Blank : 0.45% 3" Blank : 0.10%
D0 o e
(=] e
WE e e e B T We W e e e WE o=

3 Wl HELEX Y U —A— "= : (A)=— FAANEELZRIEEE O 5
(B)=— FASBED R IEBER . = — FAAWEE R OB L — 7N O e i
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LC Y A7 ANTH v J—A— "= ETLEATEL, AHEBEGEREETORL, LU
NTLTHD, Frio, A= bH 7T — O EHEE B IT B8 THR S 70RO R
B nn2@&@fichdy, KbiGRkahFHv, MACRBEEALFROL—FF 7T —
DG Z R T (BEXE L ELVEIH) o "M T ARV =T b= FNORBHERIT, 4 —
MNP 7T === RNV oiEFRFITLY —EBEIIEh, REr—7 (F T
—7) KETDL, O T=—FVEFEAR-PIBHL, T— 7 I -—HNOEENLV
TR HDL L, REL—T L == FAONEICE D ST W BORHA R 23 B B AR (12
ENTAH T LIZEBAISND,

AAA

Yyy
GRen  AEA—F R 7hb :1;35” | (B R 7hb

=— i
% Eﬂﬁ#ﬁ‘ﬁ%ﬁyf E
B E51E. Uy g
T B~ ®LED T b~
Aol & LA —F~DEA BT h~DEA

M4 A=Y 77 —0EABELF (ZEXE 1T L0 5H)

OB, BT LERLS LC VAT AICBWTCIR, REARS N D =— RV, = —
RAWHE, BB —7 N, AR — FREE, GEASNLTHNBOW., MENLVT E DT A
DO ENBRIT L 2V HED,

Fy ) =A== <ITiE, (DW%AE O I & (2)FBHE R A il v 5 &t O Wi 03 F %)
Thd, (DEREOIMENL. LEBOIFHREELZE L. LEWEOHMEERZIMH T 5
MEZMEICHRHAT 2 FCEBME KDL, X, LEWELBEMEOMICERERNMES A
FUEOMBEAERMNEL D REERGIE. = — M0 @ 2 IE & B M B o B H
RIECBWHE TCa—T 4 V7T 250 ENADHTH 5,

)R BHE RN 2 E AT OWHEITIX, kxR FENBEINTVWD, =— RILOIEET
HELEWITXH T DEMEOFm VTR REZ W LA —F (U AKR—F) ~OD=— K/
DRER . A Ve Z @l TREBFFSMVEICR T F 0 HETHEREH KRS, X, 2EEAKK
DEHE. =— FAREB LT HNEHICIIFICBHERRNDFT, FIZFZ 7V IR
FUETIENEBOEELRAMICITONDF LN, BEMHTIEESR LI W LEY DY
X, R EABIC=—FALERBL—-TNHBEEGET2F RO TH D, Hio, &b
WBl D =—RAABEOEEHER R+ s7chad, AR — FO=— R AHE LT
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AR—MNBENBRINDGZ, ZOHSOEEFLHEDHTHL (K 5) .

Ve BN 2 . *ERAE W3 LRt o @ WsEi iR Kk, AEE, pH 72 )
ZBETLOEGHERRA L N THDL, LLENDL, BRICEZHD —FohoLhe., H—
DUEHF R TETOEDDOWHFZHRITIT > FITHL Vv, BH Nexera ¥ J — XD SIL-
40 V) = AA = b YT T =3 BHEOEHEFRZRE L TEERMEFHREO(LE Y O
HAENRICAT ) ELRHEkD, ThO60EMEEA LT, ¥v U —F—"—% 1103, &
W5 FEA Kk (K 3(B) .

= Normal rinse port
Sample loop Needle ﬂ 2nd rinse port

0

i
Injection port
Places where carryover is likely to ccaur
(Contact Surface of Needle and R
Injection Port) Drain I L]
i
Wash the port with any rinse sclution. . .
p(ltc 3 ”qu‘ids) H Rinse solvents Rinse solvent
—f-
Discharge to drain poirt Multi-rinse function

5 Nexera SIL-40 vV — XD %ET VA

iz, QLC N TOREBOMEHREHFLF v ) —F—"—D—HLRDF
WED, BlziE, P72 A0MOEENELLEREINT, D7 L5A0M0ICT vy FAU 2
— ANHKRTZHEE, Ty FARY 2 — AIZHH LR EBHER: ObE W23 IR B LLEE O 1 N K
=27 Lo THBLT2HENA L, CNIIAANZRI AICEKRT 2R N7 71T,
7 AANAMOBEEZ @O LETFCHIEERDS N, R US4 T oRE B
HIZBWTHECHEBOMEZHER L LC OMERHLRI XYV —F—"—%E L LTH
HTHDH,SIL-40 vV —ZARA LRV —T L =— NV EER LICERT 2T V1
. MEmOERBOT y ARV 2 — 228 EEnlc Uiz, LICHEY) e Weidim & i A
Yy FEBEHTLHET, Bl LEd Yy ) —A—"—ME2ER L (K6) .

FX V) —A—N"—TF, SR LEBAVEOLOH M RITAH DN, HiEFIC L DA
Bk, LIFUIEARKO O RFICHREFRFMAZEBNT 2 0ENAEY , RETERDZHRIES
TDOAN—=T"y FEERTIELIENHL, WAEIHKOT v FRY 2 — L2 ES T 558K
RE A E L LT, ERFH TR RMICRE LI bEMEREL RDWEE A Y v N & fE
THHEN, HLPEREL LC/MS a2 EHH KD L EZX 5,
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710, 0000

Chhorhseidine S00 gl

15 Lff Blank
0 I f/;

L arry over
1.0 Q.00007%

051 £

A

0.0
0.30 0.6 0% min

M6 ZuA~FrProFy ) —F— —F

4.2 A)N—TFv b

GHT DO AN —7 v bk (throughput) IZFHEALKEH S 720 OWEBRAEE & EFRT D FD2H K,
AR BENRE, AR EREW KL BEOBKEHR > »H CTIIEERBEE CTH S, LC/MS
CBWTRARANL =Ty FEFEBT L1203F (D1 HREY 720 o[ EREF 23 (2)LC
VAT DR E O A — EE ISR R D FE . (3) 4 AT R D YE i IR T 28 SV SR AL D
DETH D,

(DX, %7 2 pm OBBKF FRIEA LR E L FLEFTIEA 2 &% M 288 @&l s o B o i
ko THEIAMKD, @IF. A= P77 —ICHBHEK L REEIEKET 528, TFEIE
ZLORE T L —ROARAT AT v 7 2HML, Y7 720@0ICtH— 7T —I2H
R T o E D ML RERBEREE B IR R RICR -7 (7). (32X,
F— bV T T =RNRE RG] EATDRHC, AT A R R LS O R
RO, T41F ¥V —F—N—] ORBICHERTZHRBEOEEFLEEND, ¥ v U —A—
N=DH R WLC VAT ANANL—Ty O EICHEBRT 2 ER 005,
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Approx. 17,000 e\
samples when using o
384-well MTPs

T
SR
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-
-
-
)
-
-
-
-
-
-
-

B 7 SIL-403> UV —X-FL—FFxrPy—I12X5RBHEEEOIEE

5. VAT Atk

LC/MS mHricfi SN D LCY AT LiE, BT L0 A XARLTFEICIST ., #YRAE N
BRROMEZAETLO2LEN DD, BIZIE, B 5 pm ORL LR FFRIER OD T 2% H
WABSHTIE, VAT LAOMEERIZ 2040 MPa R E TR, Y AT AICHEH S 5

FEHHNR 0.3 mmBEE CHAMERE Y, —FH ., K% 2 pm DL T OBMK 7 FRIEAI O Z
LMWL GEIE, W T ORI X502, MELERA &Y UHPLC v A7 A% #EE T
DHMENA D, X, BKLFRER CRM SNy Yy — TR — 7 O T NI E A
THHIC, MEBEETICENROOLl mm BEOCEEZMEHIRETHAY, AL, BEE L
EPYU LM< T2E, BEELARCKRKHE IV ZHS O THEERELILETH D,

L, LC v AT A% RHIZEEH R D, & A — I — D3k & 72 ifif £ R0 UE B8 A% pl oo
M7 ATy T EREELTVWS, 13 BRAY 7 M4, ABFEAZEE) o TR
=y POKELBE I, RBRIECA- Y AT o2& ETNIE, LC/MS 2L 5 EESITO
FEZ—EmET 2 EMET 5,

6. W

AFE T, LC/MS B5#r. #ricE %\ﬁ%%gﬁ< ANZY 7= LR LC Y AT LD
BELHEMIzZonWTRREZ, BESHEHO MEEIOREBERKBIZIEHT S
ZIZ, 7ar O LCOMRBIZOWTHEFHFBELEZ L - THXZU,

i
P
%
s
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51 SCER

D =Zk#A, v =X TRBsHoEAEL 2]  HPLC p#r, LC & LC/MS D&,
2021 45 1 %5 (EEH 2 5) | 102-120 (2021).

2) C.Paul, F. Steiner, and M. W. Dong, HPLC Autosamplers: Perspectives, Principles,
and Practices, LCGC North Am., 37(8), 514-529 (2019).

3) FDA, Bioanalytical Method Validation; Guidance for Industry (2018).

< HEFKE>

EHBHETF (Kyoko WATANABE)
R VESE SR 8 S (S T T i
TATHA T ZAFEEREHLC ¥V r A=y |
(T 604-8511 AUAR M A ACXTE / KA 1)
K v~ N7 T T 0 — iU E,
PN P NE N R R Y e Y
+ University of Geneva, Pharmaceutical Sciences, Ph.D.

et (%)

FEERA (Yuki ITO)
- R B e AR T 4 AT AR 2E
TATHIA TV ZAFERELMS EV R A= b
(T604-8511 AL AL X7 / 550 1)
c KRR - BEGHT A 7 X— v 3 v @i
B~narge
- LC/MS 43 #7 £ 9] Bt
- g BLOR P OR B B AR B O A SR A AR R
et (T5)

-
-
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[FEy 7 2]

LC/MS/MS 2 & 2 BAKMERHY D—F 24T
ROBEEYFR— N BV TFF I 7 AEHFEORN
Introduction of Simultaneous Analysis of Hydrophilic Metabolites by LC/MS/MS and
Multi-omics Analysis Methods to Support the Discussion

FHEAR. MEBEY., BITEF. MARZX, EL &/
Yuki ITO, Yohei ARAO, Seiji HORIE, Mami OKAMOTO, Jun WATANABE

RS R HRERT ARt g,
SHIMADZU CORPORATION

(Received November 19, 2021 ; Accepted December 6, 2021)
X—U—F RXFAuIT A, A FURHE - FiA A wbiE s G~ > T~ R

1. EF

I, AMOREHNCER LTIckkx 2 WIcB W T AZ AR 7 A EEHT 2510534 <
8o TND, ARTIE, AX AR I 7 ADGHHIER, TFERIC OV TERZEZ R — T
L INTF A X7 AENTIE R RO~y T ~O AL TIEIZOW TR S, EFF5ES
BCORAFIE LTT v b, GRS B COIGHABIE UTREHE & Bk A HIHE
e LT LT,

2. DI

AZRE I T A LVE, AERRICHET 24850 TR & MR 2 8l 245 L. 18
JRW B IS STV 5, BEEYERTIE N U TV INEBE &58TE 0 MRM R 7 0oy
g LV HR—RA L Lie—FoMriE TLC/MS/MS A Y v RoXwlr— — R Ver. 3] % B
LT, TOFIET, A A E CHRMIE 112) LIEA FoxtiE Igksn$ 141) @
2 FEEN ORI TEIY , BN 198 iy DI T D ATRE T D, A A v xHEIE, 1k
ETESHEHEND NV TFAT I 2V FIT I AR THHET, TEAHRE
ThDHIRFERDN b= U UBEREIRKICE ENDHE ) VRO B2 UGE LT, 4’2“/><Tnfh
FERNTZHT A Y v Rid, B VLA OV TR TH 553, SRIEOTY iy
BEEET D, — 5, VIR L > QIa#EE. 7 /B, MBEEYESIC T +
—ANALTGWDBRE L SNDIGE DR RWENG PFPP I 7 2% FWZIEA A %t
SHTAY v ROFEHTH D, AT ITEA XA L7 ZADOTERANE L 7o T B EFHE
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FE BN G Ty MK, A EAERTE BN D R & R A JEEEE L CTHW, & T
DO —WRACHY) - HEFRAN T L= F B 2T 5,

—F N T BT TR R, SR X T TAENORD R~ N v 7 R
ELTHASNDD, Z2OT — X NI Z BT 5, 22T, BIdgY — L [t
YRR A Y RS lr— U ) B OISR~ & ISR T 2 ERATRETH
D, ZBEO-BLD, ZZTIE. Ty MMV TR LT — 2 7 —&# L
T —F WG B D AT 2 74,

3. ST FEDHIR
31 AFUR - FEAFTURETDT v MNP —RRE D D54

A FxHE A F U RIEOHITT v MMICE D —IREW 2 o4 L2 #5 R
WTIRRD, A FURHETIXT v MM 87 FH DO — A A FEA A 2 *HE
T 94 O — RO S vz, K 1ISA ok - A Ao xiE TR o s
nv N7 hERLIZ,

A FURNETREST REX, o AEED UL O SBEE I Th 5, BlxIX, LT
5 FEDOHE U L2 Glucose 6-phosphate (G6P). Fructose 6- phosphate (F6P)., Mannose 6-
phosphate (M6P). Glucose 1-phosphate (G1P). Fructose 1-phosphate (F1P) i< MRM
NP vayRE-DOR, LC TORMNREE TH L, K212, A A5 HETHITLIES
v MO RS FOFEY VD~ 87T AER LT, AoWriEE VWA E T, MRM
NZoYva URE—O S FEOREY R - Bk D FP RS T D,

(x10,000,000) (x10,000,000)
2.0 15
153 ]
] 1.0'_
1.04 ]
0-5_: 0.5—:
0.0- 0.0

1.0 20 3.0 4.0 5.0 6.0 7.0 min

K1 AArxiEk () LIEA A3t ) THELNW A e~ 7T A
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(x1,000,000)
142:259. 0000>97 1000(-)
1 5_-..__,_:;';] I )00 | l' )00( -
E i F1P

0] aep || F6|P
] [

7.0 7.5 8.0 8.5 9.0 9.5

(x10,000,000)
10077253, 0000>37.10007-) F1P
015 rep
5 6P F6PM6P G1P
0.50
o.25-§
0.00]

LI L L LUNNL N LB D L B LN B B B | LI B | LI B B

7.0 7.5 8.0 8.5 9.0 9.5

X2 7w MHzk j’%ﬁ‘fﬁ)/@&@MRM7ﬂ‘?]\77Ak (k) &
10 pM IRAHEIC BT 2485 ) VO MRM 7 2~ h 7 & (T)

3.2. KM LEERHEME VT2 3EA A U SHEDREBHEIZ DN T
ZOHETIEL, ARAEYT T %*Uﬁﬁ’fﬁf@mb‘jﬁﬂ%ikﬁ%l ZOWT, A FUxiEE

W2 BB BT 5, T A A RNEIC XD 0 O BB G 5 2%, KB
K OFEREOF Y 7 &2 HH 3 [\ 208 L, fﬁu”j ST DURFFIFH & FEE D28
;R (CV) ZR/H L=, SN0 5> B, A HWEEFREIZEN 5 Phenylalanine,
Z O¥EkEIKTH 5 Phenylpyruvic acid, b AF ¥ U AERETBIAD Histidinol (25T D
HEBMEZR 1 IO, KIBE., BRE (Mhodr 7 uicisn s, REREH O CV %I
0.5 %A, HAEIX 7 %R TH Y, MOHEBRMEZAT LR THLIFEN RSN, K

3121%. Phenylalanine. Phenylpyruvic acid, Histidinol ® MRM 7 v~ k75 A% i~
T5, KGE., BERHCBED L ZE Lol - sl Z2fEsi Lz 2
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K1 RFFIER] & AR O PEIE & FIE (n=3)

P i ABE B8 ABE B
Phenylalanine 4.66 (0.50) 4.66 (0.44) 74,244,748 (0.9) 86,733,835 (1.4)
Phenylpyruvic acid 3.73(0.51) 3.73(0.45) 5,106,830 (4.8) 774,303 (6.7)
Histidinol 5.08 (0.07) 5.10(0.08) 608,365 (1.5) 2,556,348 (1.5)
® () ROfEIEov%
Phenylalanine Phenylpyruvic acid Histidinol

x10.000.000 200,000 o clx100.000
1004 i

] ]
{ 1 3
] ] 207
7 :%% - 2] 154
. ol

g -

= | i) A~ A — P PR 4, WOV WIS . S

» 1] tH tH ©w 4 0 85 me LY w o

R435509 (%)

3 BMHEN=REMKSDO MRM 7 v~ ~ 7T A

4. —FLIHTRE R OFEATH
4.1. 7 v MEfhHE» bH S h e —RARHEBIZ OV T

3.1 DIHTHERZ WM Bl DWW Tk R 5, 412, T v MR & A F %t
1 A Aol RFTTRB SN k@O — KA R LTz, A A xHETHE, 3.1 Tk
A7 MRM k7 oy a A THBEREE L 5 REORE D BTN, FEA AU xhET
(TR AN LR R O b — R - U UEERRIR ORI & G T 8T MAr ORE A S
oo FEA A U RHETIEA A 2 ehiE TR S LTV R0 TCA [BIEC A F A4 = Al i Y
KT VAR T L— a UREOREW 2 &L 94 B ORI B Sz, 2 fEO )
Witz &bt 5 FCit 185 o OR# A B3 5 Fo3 k- v,
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BN SH BRI S - N =T

S OL

A mEI

NN

Jouuoly 3y

il

nSitiuoneinynssuel |

G

A

) AF X FEAF 0 %] AF X FEAF N
2,3-Bisphosphoglyceric acid (@) i 2-lsopropylmalic acid (@)
3-Phosphoglyceric acid_2-Phosphoglyceric acid (@) A" i Creatine (@)
Dihydroxyacetone phosphate (o) § i Glyceric acid (@)
Glucose 6-phosphate (©) i Glycerol 3-phosphate O H
Lactic acid (@) (@) i Glycolic acid (@) (@)
Phosphoenolpyruvic acid O Glyoxylic acid (@]
Pyruvic acid 0O Q Indole 3-acetic acid (@)
Fructose 1,6-bisphosphate O i Orotic acid (@) (o) H
Fructose 6-phosphate @) A Pantothenic acid (@)

..Glyceraloshyde 3-phosohate Q 7 %, Urocanic acid o i
6-Phosphogluconic acid (@) | .
Ribose 1-phosphate (o) v Dopamine (@)
Ribulose 5-phosphate (@) 7 i Norepinephrine (@) H
Sedoheptulose 7-phosphate © I Serotonin (@) ¢
. Xylulose 5-phosphate @) v
Fructose 1-phosphate ©] ,5 _ Pantothenic acid O
Glucose 1-phosphate (@] S =
Mannose 6-phosphate (o) 4 Adenine (@) (0}
= Adenosine (@) (@)
s 2-Ketoglutaric acid O O Adenosine 3'5'-cyclic monophosphate O (©]
Acetyl coenzyme A (@] Adenosine diphosphate (@)
Aconitic acid (o} Adenosine monophosphate O ©
Citric acid (@) Adenosine triphosphate (@)
Fumaric acid (e} Adenylsuccinic acid O
Isocitric acid @) b AICAR (@) (@)
Malic acid o £ Cytidine (@) (@]
Succinic acid (@) . Cytidine diphosphate @]
? 3 5 Cytidine monophosphate O o
" Argininosuccinic acid [e) v Cytidine triphosphate o
ithi Q * Cytosine (e}
o O ¥ i Guanine (@) o)
0 F Guanosine (@] (o]
2-Aminobutyric acid O e} = Guanosine diphosphate @]
4-Aminobutyric acid (e} o % Guanosine monophosphate O (o]
4-Hydroxyproline O (o) [ Guanosine triphosphate O
Alanine (] O E Inosine (@] (@]
Asparagine O (@] = Inosine monophosphate (@}
Aspartic acid (@) (3] F Thymidine diphosphate (@]
Asymmetric dimethylarginine (@) Thymidine monophosphate (@)
Dimethylglycine O Thymidine triphosphate @]
Glutamic acid (@) (e} Uracil (0}
Glutamine @) (@) Uridine (@] (@]
Glycine (@) (@) Uridine diphosphate (@]
Histidine (@) (0] Uridine monophosphate @
Isoleucine (©) (@) = Uridine triphosphate (@]
Leucine (@) (e ;' %, Xanthosine monophosphate O E
Lysine O (@) %
Methionine sulfoxide (@) L { ADP-glucose (@) H
Phenylalanine (@) (@) %+ i UDP-glucose (@)
Proline ©) (@] T 4
Serine le) [e) Fo
Symmetric dimethylarginine O % - Allantoin O
Threonine o (@) & Ui Hypoxanthine O (@)
Tryptophan (@] (@) ot & Uric acid (e) (@)
Tyrosine (0} (o) &1 Xanthine (@) @)
. Valine Q Q -4
- Cystathionine o % "
Homocysteine (@) " i Mevalonic acid [e)
. Methionine o) 0 § A5 MVA-P Q
5-Glutamylcysteine O o /:; .
Glutathione O v { 4-Hydroxybenzoic acid (@)
Oxidized glutathione (@] i Acetylcarnitine O
S-Adenosylhomocysteine (@) Acetylcholine ()
.. S-Adenosylmethionine (@) Carnitine (o)
z Carnosine (@)
"Coenzyme A o) g Choline (o)
FAD © & Citicoline (e}
FMN & Creatinine (o)
NAD (@) Dihydroxyphenylacetic acid O
NADH (@) Ergothioneine O
NADP (@) Histamine (@]
NADPH (3 Kynurenine (@)
»._ Niacinamide @) Salicylic acid O
., Vanillin @)

B4 AF vk - B4 A vERHR TS

N
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4.2. Rt~ v 7~ D HALAENT
BONTACBEWOBIET — % #BET DR, EORRFIERSDHTEA I N2 KDL —
7y N THD R OEA ., R~ v 7 ISR 2 B2 2 FEAHRNIE, R
ICAREHRRE ECOZBRSEICER T 2FEN KD, 22 C, v AT A I ATy r—
ChE AW O U — 7 7 a—Z oW Tk %,

LabSolutions, LabSolutions InsightiZ & % #&#f

Il

FEDZ7+—<y bTHALETFRbT—4

K PA Shimadzu MSdata Import 6D Multiomics Data Mapper

X 5 fHHEETITO v~ VT A7 RNy r— DU —7 71a—

LabSolutions <> LabSolutions Insight & &> 72 LCMS 7 — X LB o A 7 A TOfENT%
WCHEN SN T XA T —=ZI1%, BHDOA Y v RTHELNTHA DRER R TH 72
ELThH, BEBEFIBTE LN SR Y — L Th D~ VT A4 7 Ay r— Y0
Shimadzu MS data Import b ThiET 2 F2 K5, HiZ, Shimadzu MS Data Import
75 Multiomics Data Mapper Z#8H L, ~ v 7 il —/LCHh 5 VANTED (2 TLETD
FERAHRD TRH~ » T ~FAHUL S E L FENRAIEETH H, £ A Y v FTHBEL TWHILE
WZONWTIX, 7 a8~ T A% EIL CTE— 7 IRSOBRE O RIFRFEREHTND A Y
v RZHEF8 L, Shimadzu MS data Import ETHEHT 5 A Y v ROFFEREZRR L TRE~
v T AR EELENARETH D,

Bl 612, 7y FNOMEIMEEY T NV% A A xbibkEIEA T o xE T LT R T #
AL, i~y 7 ~a b LR R E2 R Lo, EB oot ToRrmiitisho{bam e
L. 2bEWEILR L THIZRT %, Ribose 5-phosphate 31 4 > xHETIIMEARETH
D5, A A ETIIMIE T 2 FA RV, 1T Tsocitric acid (X, FFEA A 2 %HETH
HENDDBA AU FHETITHRHE SRR, ZOfKIZ 2 2DOA Y v REHRETHHET, XD
2 < OREWE 1 SO~ v 7 L TRUbT 2 F R IR,
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[Tl
T
o - N mZ

Ny, Isocitric acid

Isocitric acid

X 6 A A R/E LA A HEDR R A Lo~ v 7

5. W

HINZIS U T FIEEZ A GDREIZVBINLIZD T5H T, 7 AficgEns—
R O —F I T FRICLE L CEMADR D, ARIOHITIZT v MKOKRGE, B &
SOV T NNDONY) == a CERR LT, F— TV ORI IR 2 b & B 5 5 W
BT AHELAMRETH D, 2RI, RO —F oL, fHICKEDOT — 2355
D=5 TR RV ZIZIR DHINEL N AR TR LTCARZR~ VT A X 7 A by S8
Y=V EFIATHET, R LRy 7 BRE S, L0 BRI 23N 2 ERREE 72D
ThH»HD. —FII LR ~DO UL Y — 7 70 —3, AR TRLIZT v FOAH
RO RGE., BERSE 2 Ok 2 IR0 B IC B BEISATRECTH D, A XA e 17 AT
BN R T — 2 D BEHTRERBEA~DOK D IAHZL, ONTE—FoME2I—R L
LT D 2y DN 72 FEE & 72 D EPWIFF S LD,

5| ATk
1) Application News 01-00192-jp-A. LC/MS/MS % Vv K 3w r— — kR Ver. 3
WZ&D 7y MEHFO—RAEHD O, EEHERERT
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2) Application News 01-00209-JP, EZKEMENRH) 141 Bor —FodriEc & o2Em+
DRE BT &AL~ D L, BERERT

<PEEWERE>

ke (Yuki ITO)

MRS B ERT AT EHRIEEE T 1 7 A = ARG
MSbEVxr A=y b (T604-8511 HHRTH AKX/ 55T 1)
RIRKRZF: « BESHTA = a VIHEFERT B~ OIFER
LC/MS 73t t41B I LR PR T e B SREH A HA A JEBHE TR
&t (L7%)

SERTET (Yohei ARAO)

MRS B HRYERT AT EHRIESEE T 1 7 A = ARG
MS BV A=y bk (T604-8511 HH T AHIXFE / 7{Z AT 1)
FUHS L R PR b LR AprseR e &+ (T9)

HRITAES] (Seiji HORIE)

MRS BHRUYERT AT EHRIESEE T 1 7 A = ARG
MS btV R A=y b (T604-8511 FANH AKX / FZJFAT 1)
RO SERFE P ERME LR (&1 (B5)

MAEE (Mami OKAMOTO)

MRS B HERUYERT AT EHRIESEE T 1 7 A = ARG
MS btV R A=y b (T604-8511 FAHHFRIXIE / FZJFAT 1)
LC/MS 73#r = =B R KRR E R A2 7R
AR L (B

&% 1% (Jun WATANABE)

MRS B ERT AT EHRIESEE T 1 7 A = ARG
MS BV R A=y k (T604-8511 HASTHHAXPE / FZHAT 1)

RIRKRZF: « BESHTA = a VIHEHFERT B~ R

LC /it EHIBE R R PR PR P ERHME LR (B (B9
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[>)—X BB OER L 2]

BR 5% 4347/ Environmental Analysis

KE75L/Katsuhiro OHTSUKA
L7 X EHHIEE Y — B AR &4/ MURATA Keisokuki Service Co., Ltd.
( Received October 31, 2021 ; Accepted November 25, 2021 )
¥—7—F K& KE; TATe R ZERFERK; U7 4 LAS ; PFOS ; PFOA

1. #E®HIT

AARTIT i OANFERBEAFIGIZ, 1967 FITAFXMREREN A ST, B4 1968
AT RERIG G 115 E:1mo¢:ﬂﬁ%ﬁ%m&&8ﬁﬁﬁénko%@%\%ﬁg
WERRE S, WIEE# YK L CTBEIC

BRI SLVE N R E S LT A 1T %Eﬁkﬁ_Mmﬁﬁﬂiﬁén\%@ﬁ%mrﬁﬁﬁj
LIS,

HPLC {£X° LC/MS/MS M8 H &I TV A BREERVESRIRH (R 1) ORAEEE IR R
ThH V. KESHTOHAEIL, 0.00005~0.006 mg/L Th 5, FLIZHEED LZ 1/10 DOPRE
DREETHONEE LN EINTND, TDA, EHELZ ., BEEMHCEMH 2 &
T 100~1000 fFRMET 2 F L b D, T & HITHEHT L » TIKMED D REZ KX =T,
SN ERET 2 HEN D 5,

ARG TIRBREESHT O 5 B, KR EAKED HPLC &1 LC/MS/MS % FW 5538z T
I EEORINTT D,

# 1 LCIENGA STV D BRERESIHE L O 7k
HH Gt Tk
TT e R A EHERQIGIEFENE 1~ = =27/ (HPLC/Vis)

WKL KRB (PM2.5) ORGGHTAA T A~
(HPLC/FL)
FUT A KEGEIZAR D BREEHHEIZ W T (HPLC/UV)

K [EET AT A~ B | KEBEICHRSRBIEEIC >\ C (LOMS/MS)
5 | ANVR RO O
#T | PFOS, PFOA ARG AR D N DR DRI BT T 5 BRELILES O
WATHIZ OV T (LCMS X LC/MS/MS)

PN
éﬁ—\ LI R AV K EE HERSIGEYE SN E FiE~==27 /L (HPLC/FL)
2
Hr

2. RKHT
K&, Fexa BETEL, Wz 5 BT, BEEACED2 bOTHD, £0R, KA
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SHTEREEETH D,

KRERTECTIE, REEERHOM, THEERKEEYE ] (hazardous air pollutants,
HAPs) 2 REIEYLSSIEE 5 2 4555 18 THIZBW T, THEGAICER SN 5512 1Z A Ok
HEHEROIOBNDH 5WE CRLADIBEROFRN LR LD EERSNA TS, Z0
HAPs {22\ TCid, BUE MERKIGEWEIELYT D et0b 2WE] & LT 248 %
Bhbb, DL TELETHWE ] & LT288WENRESN TS, 20 TELTHY
B AZOoWTIE, MEERKQIGEEEFENE Fik~v==27 /] (CEpk 31 4 3 A BREE K -
REEE R RAEER) (T TEERKMEFIEY=27 V) BRITIhTEBY, i
»TAEE] Ea3hd, BEBKHME] © 28 WED I H, "AVLTALTE R, TR T
AT e R RV al B L ATAEE S LT HPLC IEATHE I TN D,

X, BUNRiRE (PM2.5) 12 oW TIE, BREEAEMELISMT, Ak 22 4 3 H 31 HIZ,
[REIEGBG LS 22 SOBLUEICEES < KRDIFERORPLO HIRFEEARIZ B3 5 FH oL
FUEYEICOWT ) AYUES {1, PM2.5 OB EIRENEBEL I N, £D%, UM+
RWE (PM2.5) ORI ATA BT A ) CERE 23 47 A 29 HERZKKKIE 110729001
) (BLF TPM25 aBlE~==T V) BNRESN, ZOFTIXSRTEERILKSE
(polycyclic aromatic hydrocarbons, PAHs) 22\ Ci%, HPLC kb rE#i S5,

IR, 77k FHERV Y [ale L 2E&H 72 PAH @ HPLC (B2 T, HAaE L
7=

2.1 7AFEe FE
HERKIGIEMEIHREINTWS T AT e FEOHEHEIL, AAVATALTE RETE b
TAFE FChs, HEMEL LT, 78 F7AFE g, T8 120 pg/nd LLF & ED
S, RALT AT E FIZRESHLTHARL,
AERKMEFEY=a2T7 A TlX, BEEETRELZREL TBY, AALLT LT E R
12 0.08 pg/nd (EEME 0.8 pg/nd) *ThH Y, 7 F7ATE FZ05pg/miTH 5,
* HERI DT T 7 NEW T O EE AT TV D,

2. 1. 1 FBHRE

TOT b FEOBREHERIUT, U B OHERICFOSHIEL LT, 24-Y=Fr 7=l
K< (2,4-dinotrophenylhydrazine, DNPH) % &% & B7-fEANIHERZ Ak S
DERHELE L . BUSKAEE (DNPH) % & &I T CRb B A 2 A2 pl & 2 IR I E D3
BHb,

— BT, ATE OERHEENERE SIS, ZOHFIETIE, DNPH REEzs— b
Uy PRIOERIC, RKEY 7V o IRy FICE o TREABRSELHICLY, K1
WRTT7 AT e FEEDNPHORISEZEZ L, B R Y U8k aEflksE5, 2O R
FY UFERITEAZ 20 L, HPLC OO LER R THIET 5,
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7 b7 A7 KT, DNPH BUSIZBWC, ERE ZIEDE K7 Y U iFEIRAS AR S
ns (12),

NO, NO,
T
ﬁ—(l; + HaN-NH NO;, ——= R—g:ﬂ—wl-i NO, + H,0
H H
24-UZ FOEFZ UL S5 s IE
(ONPHP EFS YV EME

X1 77t KL DNPH O

05N 05N
HiC H
JC=NN NO, C=N-N NO;
H H5C H
£ —form Z -form

K2 7ErTALTE RO EIK, ZIK

DNPH 2 X 58K, KERPICEENRDAY > (03) I2k->T, DNPH &t K7
Y UHEROW T E RIS LA EEZT D, £ T, A— Ny PROF Y A7 TR
—% DNPH #— VU v VORIBICEAHT, O3 OFBEZ T RVERICT S, v A7 T
N=2a bV 7 hEHO T DIEEE, RAOBERFE WK, KEKICLY 3 v{kh
U o AR, BREEORBSISIZE Y BHT 5, ZORKR, 4V AT F8—HIZKN
BHE L. TOKICEfE LT3 vk ) 7 A8 DNPH 71— kU » PICIRIVIATHRIC 72 5, X
bt NIV UFEIRIL, LS, ZinbEBiIET 54812, AV A7 F3—L DNPH
B— Uy PEEIMREEE CTEV, [IEX D OREDIZT D,

K3z 7Y TR — N v PO AR LT,

DNPH #— R U wid, 2B CHEpi L, 1BH (RiBY) 72t Shiud, 1A T O
BEZREET LN, WhEbRiEnHGGE, K oRELZEH L CAREE TS, 2
BrH (BB OBF— U v DORENHIEORE XD EHWIEAIT., 2 BB TRAICHER
FKTWD LIRS0 E, FERIT 5,
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/;} R T~

3¢ DNPH #— h U v ¥ (%E)
il
i
£
i —+—— DNPH#Z—FVU oY (Hil)
TE
S E— S Y

e

B3 [ — Y v POEkE

2. 1. 2 HPLCi&
FBHEE L2 EE 2 X 4 ORTLEEE Y o —(2

o CHTE 21T VEREBRIE &+ 5, AR Y 2 (10 mL) +HiligeE

HPLC Z#rix, 7ua~ 77020
HPLC &% M 5 &% 21TR LTz,

ra< N7 L5007 T AT RE ROE—27 0
RV =T 4 T RRIZI STV D (H 5 DIRVE
A, ZAud, 2. 1. 1IZRE#k L7k Zike F
KO —7 PNERDEG-TND EHEESHD,

<«<—— T2 hr=FU/L5mL

\
LB 7 7 A2 (5ml)

X 4 APLEERIEY o —

# 2 HPLC &1

mAEAD‘ A, Sig=360,20 Ref=off (A210730¥21073032.D) %E 1100 T‘/ U »——X‘
g FILLT LT R (Agilent)
o T A Shim-pack GIST (k)
NFE 3.0mm
9 T R FAFE R £ & 150mm , kifE 3pm
HEAR 5 uL
hT hEE 40 C
it 0.4 mL/min
BEH A:7Ebr=r UL
B : #affik
30 % - 65 % (13 min) -
‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ 100 % (14 — 18 min) -
10 10.5 11 11.5 1 125 13 13.5 14 14.5 in 30%(18722 mln)
5 ALATATE RROTE T AT E RO il | S MR B

VA=l N/ VN

T HEDS B W ISR E 2 DR W GE . Y U A7 T8—TKMPEERE L T3 vkl
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VoLl DNPH 7 — U v AT, 3 vfbh U v AsAe DNPH HRIGT 5, £

DR, 2,4 =brm3a— ¥ (DNIB) 284S, DNIB O —27 37k F 7V

TE ROE—=7 LT LV OHED B3H 5, X, DNPH X, HAR=EW L KOG

?é% BEORME—7 P S, oo — 7 IZER D AetEnd 20T, +4
STEEORD T AOBIRR E 2B BT D MENH D,

2. 2 PAH

R 28 FIZIE, XUV alB LU REIN TV DA, AERGHE Sk~ =
27T, NV ale L v EE AR PAH & LCREESNATEY . BERH FIRIE S~
IhTna, %3:@@5&%:\E6K%ﬁﬁéﬁbto

PM2.5 i HIE~ =2 7 BN TR, filé LTE 3 oftt, 7VvAT 070, Bl
NVVMTVh7tV JVRBUPIRINTNDN, g UTHERT 56 0 Tidk
<. HUIRDOFFIE U TRET LFNRRD LN TND

# 3 PAH 4 O FASEE & T IRME

PAH %, B & T RRAE PAH 4 BT & T RRAE
4257 701,2,3-¢dt L ~V[ale L 0.011 ng/m3
IRV a7 RT R NVl
PRy adE L RV INFT T
PN ~ 0.05 ng/m? . . ———
DR gL RV ot s o5 0.05 ng/m3
IRV [adE L RV oA T T
IR [a B L XY [ghll <Y L
47 /1,23-cd ELY AL lah Tk AUV [adELY AR a HEL Y
vRyYla IELY vAuYla ELY St Bl Bl
RV I F T RV [ATNFZ T RUJKINAZ T AL lghlAY Ly

X6 HERKIGRDLENETE~ =2 7 VISR ST 5 PAH O
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2. 2. 1 BUEHRE

PAH (X, KR%& 7 4 V& —IZ—ER, —EMEICHE S 3EE AW TOr 2179,
REOHEFIEIZ, ARV AT TS (HV) EeuvR) vanTH 7S5
(LV) #ERH D,

® HViE

HV EEONBLZ X 7TI10RT, £z, HVEEDORIROE AT 5 L X8 Dk~ 1 L
A —NREBINTNWD, AERKMESTEY =27 MZiidi S Tnsd HV EIE, £ 20X
25em D7 )L H —THIFE 0.3 pm ORLARWEIZKE L 99 %L EOEREZ AT 5, lE,
AIAHAERL 7 o VX — TUSo{b=F L R (polytetrafluoroethylene, PTFE) 7 /L
H— T AT LV F =B D,

DT 4NE—DTFIZRSTRHY . 0.7~1.5 m3/min TWH| LT 24 FEEHEL T 5,

X7 HVIE®E X8 HVIEENDT 4L HX—

® LV

BERKBPEFE =27 VZHRBESNTND LV X, 0.3
um OB IRPEICRE L 99 %L EOREREZET S, BHE 110
mm X% 47 mm O 7 4 /L —% 10~30 L/min Cil5ki L T 24 K
MRS 2,

® PM2.5LV ik

PM2.5 &%, REAHICEHIET DR IRMED 5 B, ki 2.5 um
T 50 %okl S LT/ NRIBRI ORL IRWE CTh D, 50 %53 hidD
%, Rt 25um Ll EbEEND,

PM2.5 i IE~ = 2 7 /VIZREE STV DR 5L, 0.3

9 PM2.5LV #E#E
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um OFLFIZxF LT 99.7 %L EOENREHT 57 4 V% — (PTFE X3 A sefifiE)
WCHIET 2 b0 TH D, MERREIT. V7T —Ick v By, oWk @R
7T —wATOUERD D,
LV 3@ 0 Z X 9 1R,

2. 2. 2 HPLCi

AERKME T E~==27 /v 5§ 3& % 1 =L, AiEEET, vy 7 2 —hhil
CEE WM B DA%, S8 FIEOBE M A K 10 ISR E7 n— L LTRL
77

PM2.5 BorliE~ =2 7 VO kL, AERKPEHE~Y =27 LV EIZIER L TH
Do

R Al VAT A RN AN E TH DO T, TR BDNIIEEET D, X,
o> PAH 383 A ﬁ@%b%@@%é@f&a#éo

2 TO PAH IZEAN > b AT 2T T, S mOWIERIE 3G 0 . g2 520 2 rTRE M
N DHDT, FHEFKROFH, RFEIITERE T 5,

| sttt (A 15mL) | DR
— R~ v
& .y

M

=
%
@
S
S
S
=

kel

=

—
S8
d
&

vrunAHry —EE
5 21% 10 mL

1

B 21X bmL  jE— ZEHEWAIT
v Y

EwE 1~ 10mL
R Y

BRI

X 10 FiLHEBET o —

HPLC THIE L7z u~ s 77 LDz 111TRL, 70~ 7T AIfF->ThHD
T DILEWMA 2R 4 1R Lz, HEGIE, SORHEESRTH L, 7 n~ b7 T L7058 4 18K
A2HD1E, £TOPAH ZREER O 52812, K2R E & SO6REOMAED
ERBEESINTNDINHTH D,
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LC & LC/MS OHIFE, 535,

5007 FOLRER BB 248 [manpulated]

46-60 (2021)

PAH st 20ng/mL.

Emission_ 290 nm /430 nm

counts

45e7
4074
35¢7
3067
25¢7
2067
1507

10e7]

5066 1
Iy

8

g 4>—N
eEa

150

25 F00.BRERFEBNEL #48 [manipulated]
o7

PAH st 20ng/mL

330 460 40 500 5350 600

Emission.2 290 nm /390 nm

counts.

23¢7

187

157

1367

1067

756

4007, 3 0BE 18 SBBIEL 248 [manipulsted]

200 250 300

PAH st 20ng/mL.

350 400 450 500 550 800

Emission 3 300 nm /430 nm

counts

35¢74
3067
25¢7
207
15¢7
10679

5006

20
i i) ), e i 1A
0.0e0-

21

~50e6J
[}

4507, 3 0B8RBS 248 [manipulsted]

PAH st 20ng/mL.

Emission 4 290 nm /410 nm

courts

40e7]
35¢74
3067
2567
2074
15e7]
10e7]
23

506 1

00e0]

5066
[}

X1 PAHOZ o~ 7T A
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*4 11 OF = LbEW4

1 | Ao rT 9 | vk 17 | A7 /11,2,3-cd’ L
2 | ~vValT7 v TRy 10 | PRV adE L 18 | amxpy
3 | Vv 11| Ly 19 | oY g, Al L
4 | R Vaevry 12| RV 7==1LV 20 | XYLV
5 | VvV ah T b Tky |18 | p A —T == 21 | X YVIHINAT T
6 | XV ghd RV L 14|70k 22 | RV gl L
7 | VRV ad L 15| Xy ontgrsy |28 | XeVblovET T
8 | vV 16 | oV adT7 v TRy

3. KESHT

KEHEHEIZE LT, HPLC IERfEE SN TWD DI, [KEIHEITIR D ERBEHEAEIZ DU
TJ (WEF0 46 BT R 59 5) O [ NOREEOREICMT 2 BRET L) (2570 T A0
HY . TEERSEOREICET 2 REERE] [CE#ET VF AR B ZVERCBRETE D
¥ (linear alkylbenzene sulfonate, LAS) 3% %,

X, FRE 5 A 1 H ORI RAERRERER OKEBGBISRD NOWEFEOREIZET 5
REAMEDIHH BMEIZOWT) 2%, T ANOREOREIZREE T 2ME Tldd 573,
NAERAKIREEIZ B T 2 RIS N DA T, EHICREAMEL ITET, sl &R mAD
ERED L S by L UT TR 25, PRk 5 4 3 AligkEShiz, w2 4
5 Hiz~v 7t uatr 2 A0k (perfluorooctanesulfonic acid, PFOS) MK OV
At at s X (perfluorooctanoic acid, PFOA) 723, Mz 6T 5,

3.1 FUIA

F 177 4 (thiuram) (X, ZRO—FHET, PFADNLARRA— FRORFEAITHD, F7
2 (thiram) & b5 95, BREAMEEIX, 0.006 mg/L TH 5,

F U7 LOERZK 12 (TR T, [PEEREY I~ ==27 V) (BE RETKERE
JRWRETGYY « BEFEXTRE) 2L D&, FUT LIV ANLVT 4 FiEh (S—S) DALZET
HY . H OGIZ Lo TCZoOfENIN S, AV 7% (R—S—H) &AL THfE
Ed, XEREK, BE, BRI — R Y v VEMREOERA AL ERIETHEICE ST
SREATRT 5, ROSERE . BICESCHIMENMET LA <. ot g b &% T
D,

12 F U7 LOREER
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3. 1.1 EHHE Grem
(KB R D BB FEUE 2D\ T 735 Tlid. RFLUSEZL
WLER L LC. WU L B A S, Ehy L EETA | ekaan

- AH/—)L

MoFE (K 13) 1. AHEAlOM H &R D7 E — EETA-ZNa
EREWR DI NG HREEATWD, ~— H#(pH35)
NEWEIZIE, EDTA - 2Na OFINIEFLHE S 41T B gk FEDTARENA

WA, RR OB CEM S — R U v Dic el 4 EOTENIR)

CREENTOB A, RBEETFRT 5%, [FIX [ Tkt

%% FIF 57212 EDTA - 2Na OFMAHLE S h

el A8
EDTA - 2Na OWMED HZTH DM, EHHD (N7 R)

LADaYT 4 a =T ROREEN 200 mL OFF 13 ALEREET v —

%, H:ix10 %EDTA * Na 4 mL 2%+ % & By,

X, 10 %EDTA + Na Z #8450, HEIROK TIIEMR LE %, 80 ‘CRLE TR L 728

OINEE T2 L RGBT 5,

— | R&

3. 1. 2 HPLC
F 75 50 HPLC flIED 7 v~ 7T L5O—H% X 14 123, X. HPLC 05423
512~ 7,

:i\

#5 F 7750 HPLC &4

| . AL LaChrom Elite 1.2000 (H 37)
IR Wakosil Il 5C18HG (Wako)
4.6 X150 mmBiEE 5 pm

[ ‘ EA R 20 pL.

| 7 KR 40 °C

\ i 1 mL/min

\ BEFA T2 h=RIL:50 mM V> EREEEIR
&  — (pH3.0)=55:45

Hiids SOOI RS (272 nm)

M14 FuorOr7a~x T T A5

BRI AT RO (UV) B2 TV D 2. IR Y 5 O IMED 75
Z<FENTVDLHEE, Z<OE—I RS, TU T L0 —27 EXRBIHKR 2D,
PESEREFM N~ = 2 T S LAUE, U ORRZRAHATTHERE Z b s,

1) HEERED SR D0 7 L& VTR T %,

2) BEMHZLZ THRERHEZ R 2,

3) BRI RRALA SUTE LA 2N L T — 27 O OFEZB S,

4) 7 F bEAF—= T LA Bitd T UV IR AT b L 2HEGET %,
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5) WEHET NI FTH T LERNTI V=T v T 5T 5,

LoaL, L b 2SN o 720 | RIS LB Z 2 5 72 0 . ATRBHT Ko TIEAD
RBENS OB TR0,

NEETIEHRA I TV 20 LC/MS/MS THIETULUE, UV g LD EENRRLS, &)
BHEZ /D7 T HMA R (Bl 21X 1/100 F2E) | SRR R WL, KHED OB L PR
HENEDIZENZ Y, X, MIKEZBEHEEANL T, KW 428 D FRERET D HEN K
D, FUTL07 ) =Ty IHEMAI— ) vy URHIRENATND

3. 2 LAS
LAS 1%, 2o A RmiEtAlcd v . FICHEA
Hﬁ—E

| er, e,

ELTHVLRTHS, HiEtaE N I R
o AR 15 12”7, ;

B ALVEME, I, IR, Mk OKEAY O | R 4 k= T~11
ERBRIZ XY 0.006~0.05 mg/L DHiPHTRE X X = Na &
INTND S04X

&ﬁé/ﬁ@ﬁ%ﬁf&)é SHTFEIL, T FILEEE L 15 LAS OREzss:

LT Ci. Cu, Ciz, Ci3, Cue b 26O TH D,

{LFEDOREE Y 2 73l 5 6% (K205 A REARE D A7 3HEE) 12X
X, P LAS O 7 VX VEHESARIEL, Cuo2d 7~16 %, Cu2s 19~39 %, Cizh 20~50 %.
Cis? 5~27 %, Cu<1~3%ThV ., T/LF/NEHED CHH 10 A, 14 B0 L O
1 %R TH D,

ZORRIZ, B LAS WEENDLYA. Cu, C2e BNELEEN, KIZ Co, Ciz B3E
Fi, Culd, BHINBRWIGENRZ,

3. 2. 1 [EiEHH
KB IGEI AR D BB UE I >N C ) (TN 46 FEBREET & EHHS L

REE B9 ) TR 12 12 HFIENEH SN TS, RILEET o Z;z/b;/)b

EARSH AR S TR Y, RTLEEET v —13, X 16 — X

S — #H
ATEETH, mﬁ%%’?ﬁ STARME G botas s P MR

b Tung, fidb DREL LR SN D FITFRE 72 .

WA, BREHZ Lo Tid, Cs DB — 7 DM D v — 7 DR

B2, A A AL EZ T2 . KO Y — 2 RER - ;ﬁ [

0T HENDD, (NoHR) !
Csld, YUY PRNRAL T ThHDHA, 725~ NEHEY IR 7*2*;;*;%&3“%5&

TO Y — 7 g & BRI L7 v — 7 [ FE 2 Rl

- %16 FLELEE Y o —
FEDHENE, Cio~C1alZBWT, Ce DT 724 A Ak 16 RIALER{ET
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CRIREDEELZ T AT, VUV UARRAL I OEBERETN, 5 THRVLEAIE
BREREZSRL RO TEENVLETH D,

WA 7 D EfET 2%, Cs IXMRFEREFEI ARG, R CORBEEZ TS50, Flz2iE,
BRI RVIKR DG A UM N L WIGE . BT 7 A TREMZEK LIZ%, +5
IREOKTHI LERH D BZIE, 200 mL), X, E&E FRIEE D TRENEIZAE 2 23,
B2 D7 L CTRMEM OB L VIR T2HE LR TH D, ST HPLC OBEifH O
MEEZEZDHETHEENNSLSRDIGEND D, ZOKIZ, [T bl HREOHIIT RIA
EFNd,

3. 2. 2 LC/MS/MS

M17ic7a~ v 7 L0—fFlERL, % 6|2 LC/MS/MS G421~ 7,

B 17 D7 v~ N7 7 A%, BEEFHIC C8 Z Wit A 7 L& 3l 7 Lk L THWT
B, Co~CuDE—7 NHH 1 KIZR>TWDLOT, WRAENEHR CH 5,

¥ 18 Tix, EEFMIC C18 ZHW=Wiflih T L&D 7 5 LTHWEHEGD 7 a~
N LAO—FlERT, KM 18 OaIE, HIERHBTH LB, ©— 7 O
LC/MS/MS T REETH 5, Cro~Cia D E— 7 TR BN EIER G DBES LTV D, ITBALER
X, B2 EDE R DO TFRNENL, BB HIE U TR L72RRE, EPEL SV,

RT: 1.80 - 5.50
237 NL: 4.67E3
100 Cs TICF: - cESI
1 SRM ms2 269.100
] (269>183) [182.600-183.600]
507 MS stdc04

2.05 267 340 371 435 470 526

2.70 NL: 2.08E5
1007, Cio TIC F: - cESI
] SRM ms2 297.100
] 182.600-183.600
50 (297>183) EVIS stdc04 :
1 2.41 2.95 3.46 3.95 458 4.85 531
o 2.98 NL: 1.80E5
100 i Cn TICF: - cESI
Il SRM ms2 311.100
Il [182.600-183.600] #* 6 LC/MS/MS D544

I (311>183) MS stdco4

Relative Abundance
o
o
[

A HPLC Ultimate3000 (Thermo)
213 243 ) \ 327 374 433 485 531 -
1037 331 NL: 1.58E5 MS/MS TSQ Quantum Discovery
1 TICF: - ESI
. (325>183) [182.600-183.600] 7 nertsi - clence,
50 MS stdc04 2.1X 150 mm ; i T-£ 3
0: 2.16 255 2.81 398 461 522 pm
3.71 NL: 1.23E5 = H 3
1007 i C TICF: - cESI \7]7L\W§ 40 € .
] [ 13 S ez a0 100 it 0.2 mL/min
50 [l (339>183) wssdcos BB 7Zb=RL:50 mM FEET
] || N = . [ o AR/
1 208 290 345 / \ 397 455 475 YE=D L 0INF B TA L
1037 4.25 NL: 9.78E4 = 65:35
1 Cus ‘ e CESl oo AtvlE—F | ESI negative

[182.600-183.600]

50 (339>183) MS stdco4
1205 286 318 3.94 452 4.92
T L——

T T T T T T T T T T T T T
2 3 4 5
Time (min)

17 LASOZu~ 775 (C8WMitHA T A, MS/MS i)
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L)

0 I
O
S

! C13

C14

I A
i U Uf\J \“u/\\ﬁ]ﬁk\JkJ\”/\_/‘$

Tew 7348 inten, 16361

I5vy

0% 1D 13 B 7% 3b

03 <5 e

18 LASOZ u~ 75 A (C18 Wikl A T I, WIEMHY)

3. 3 PFOS kXU*PFOA

PFOS ) O PFOA 1%, AHE” v FILEMDOFEIGMHERITH Y |
SROVEKIE, BERPETH 0 | (LR

EIEPEER 23 @,
fe8HE (BrE) 1%, PFOS X O PFOA o4&
19 (2 PFOS &L, X 201

19 PFOS D&

3. 3. 1 [EfHHhH

[REVEEC AR D N ORERE DRI B 5 BB AL s
DOREFTEIZOWT) (BF 2 FBRAKKAKIEE 2005281
7. BRAKR IS 2005282 75) {13 1 \ZoHT 7LD
AEh s, AL CIEEMRb 3B ShLTEY .
%mﬁ@%f’ﬁ7m~%ﬂ ¥ 21 1TRT,

AWBHA LT BT iX. PTFE &3 L2,
PTFE 7>5 PFOS, PFOA MNAEH T2 alfetERH 0 . A4
7 284 PFOS, PFOA SWET Z AlREMEN B 5 %, il
HALARVORLEE LV, JIS K 0450-70-10 (Zi, f# ]
T HELIIARY T B L BRI TV D

58

fek D FmmiE Al L v St

EMEDENTND
i 0.00005 mg/L TH 5,
Z PFOA OfiER %R,

20 PFOA D&

~— avTqaz=ly
E
(BEIZHE L TpHRE)

-~ ZK

-~

Bt 7K (N R 5z=i0 55 B

- AZ/—)L

|
e — | B

(NAR) )

AR/—)LI7K
A

21 ALERERAE T v —
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3. 3. 2 LC/MS/MS

R 200700 22127t~ } 75 KRR
100 ' PFOA(413>369) F- - —
] Mo asoos M X, # 7.2 HPLC &% 77,
] [368.500-369.500] .
50; MS cc10 22 v — 7%, PFOS,
i G: 2.853 - 319 412 477 524 580 6.43 S PFOA OESHIATH H 0, HKE
£ 100 : - E- o .
T - PFOA(413>169) TP SESISRM 3 kg B IR O ' 7 STFEAE
250 v B, SRR OBEA T
E | o JI S BN
2 N .
8 o1 285]\ 326384 478 5415.77 6.25 T N7 DT, BEHR L [FEE DR
x - N . y Jtin
99 prOs(499>99) \ TICF G ESISRM e b TR EE AR T 5,
] ““ [98.500-99.500] MS
50: “\ \‘ ccl0
o1 233 2.65 3.38 4.01 442 4.72 | 557 6.70 # 7 LC/MS &14:
100 541 NL: 1.22E4
1 PFOS(499>80) S Fioa o oM | HPLC Ultimate3000 (Thermo)
1 [79.500-80.500] MS | MS/MS TSQ Quantum Discovery
507 cc10 MAX (Thermo)
E 717 I Inertsil C8-4 (GL Science)
O 2\5\3 T \3 \22\ \3\9? \4:\%7\ \5 \24\ T 5\.6:\[ T 6\6\8 | 2.1 X 150mm;Bi 725 3 pm
2 3 4 5 6 7 H5LRE | 40°C
Time (min) Wit 0.2 mL/min
B 7=V, 10 mM FERE
. ToE=ULK = 50:50
22 PFOS, PFOAD 7 r~ b7 7 L A#v/ltx=F | ESI negative
4. KRIZ
K&, KEFOEGEILEW ARG E LT BREOH O 58128 T HPLC, LC/MS/MS %

VB LT~ AL GO, G@MS:%N@%%&VOa%i%<®ﬁ%ké%#ﬁ
B A MESEREMRTE H 72 PR OXI 72 5 LB s 8, GC & TITHIE 3k 72\ W BV i
PEAL AP HHE R ML AW ~D43HT I HPLC, LC/MS/MS O A#ifE s 5,

X, LCMS/MS (2L 5 F v T L2JEDFFIORICATELEZ KRR T 5 FTIEEDFEOM L,
HERE A FTRRICT 2 FA KD, L, BESIT CIIAEEICHEON D RN,
FrHA 2B L2 A EOSECHOFRER 7 SRk DA N E T D,

BREE AT IS OV TR BLICHBN L7223, BB Ic = th 5,

5| STk
1) KE 0, ARG, WEBIL. SARBEM, R =, 228, 67, pp.233-
239 (2016)
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BE IR

1) BREEE K - RRRER KRERER, AHFERKUGREWEENESIE~ =271 (FRL 31
#£3H)

2) MUNRLIRE (PM2.5) ORI HA RT 4 >, Wik 28 4F 7 H 29 HER/KKKT
110729001 5

3) BRELTKEMRESHMEIGY - BEFEMXIRE  BE, EXEEMW O II~=a27 /1, AR
B E e (1997)

4) BREZALRIE Y AU G, (WEWEORE ) XA 73l % 6%, (ERk 2045 H)

<PEFWE> KF8L (Katsuhiro OHTSUKA)

« AT ZEHER Y — e AR S T
< AT EERS  LC oA £ B, LC/MS Zpbr+: =Bk
+ Email : ohtsukal209@murata-s.co.jp
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[V —X REGHroa =Y ]

JRF M7/ Analysis of Active Pharmaceutical Ingredients
filH % Minoru KAKITA

TP ARt AT A B3 % —PST 4 #T#F 5836 Analytical Research,
Pharmaceutical Science & Technology Core Function Units, Medicine Development
Center, Eisai Co., Ltd.
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F—U—F EEGLOSH; MIEESHT ; HPLC ; #8Mb

1. BRI

= 2 3L O BIF IIX 0 BE AT XM O E I TH 208, o Thrsu~ o7 4
—IIMEARARRHTETH D, JFE L XEREHEELOF RS TH DM, ZDOHT
HBEITRD SN DEAITERGLOBRBEEI BN TRE S B> THRD, FEBETRDLN
LHHESR, ROBREMECBWTONETROONDINEE A KT A4 KT L
Toth. IR BHTS B Bl O R BE o M 8] & A 12 DR EIT DUV TR T 5,

2. REOHRBEEZLD 70~ T T 4 —DFE

EISOBRFEITIT, K& 0T TRRUGE L BRFEME L SF VD . BRBIIIEO FTH B3
WIIBERE & B S D L THONEICRD DA RN R D, PRBEMIIE & 1K=
fb&mzE AT TH 2, SR TITEHREECERILOME - (fEEVE, FEFIC
ZFHO AW G UEEEE 20T 2, AV—7y FE2EHET L%, bEW I LI
TSR RE b 2 T EEE BT D, 208, HE/7 e~ 7T 7 4 —IZTRERE
EREE=4—T 5, Xk, SHGNREEI v~ 7T 74— (HPLC) % M CHiE
EHERT D, T D OTFIETIIBENEE LS AR A RS F2MUE DR Tl 7 1
717 LOFIHE, & UTHEE - BRICTBERN 7 v~ M7 7 4 —FLEH ST D,

B S NVIERMIE ST ZNREN A D el 3 2%, FHIRICE S NS N D, Mg
THIUTRETMC, FEOICHESE L IR ET 29tz s HnTH—7 >y & LT
WHE R EDERTMAITO, EMLEN EOREREL 52 20 %+ 5, X,
TN EBIEE LTEAMDOIEN % L0 &< T 2 2 B LS YOS 3Rk S TT
<o BT b~ AT v NMEO/NEWIZFH R 5 & FEMERBOMZE T, &
LA O MRS R 2 R EOERPTOREZNET 5, ZOHATL ppb L
IV DRI By DE BN K O bV D &, BRZ X7 FEORPMLHEIZI A, LC/MS <X
TOF:MS 7¢ ED VRS & REE 2 & OEPMER ST D, ZORRIS, /NEW O
RICBW TR/ IENHER IND &, WEWE e h~OF 50T 72 BFE B b~
1TLTYT<,

BAFSEERE Tk, LAY EZ E MIEGTHBICHEL X a L— a3 VICHERT 57 —
ZERADVGEND D, BETHEICKDEENELRD L YT E I L IHABREAT
O - T AT D, REBRBOBHENKRE Y EEeMBE LT HBERITHELEIT D
FEREND N T v T I 7ICB&N D, 0%, EHEMREELZFET 52412 ICH (
International Council for Harmonisation of Technical Requirements for Pharmaceuticals
for Human Use, [EIESHEGIFIFEIESZER) LS5O0 ANEL, ZOICHDAA R7A4
VAR E (Quality) . Z4atE (Safety) . A 2t (Efficacy ) . # #% fH &
(Multidisciplinary) (ZB05 LD EF o573 —IZHEINTW5, ICH O A R
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T A VNIFFHEE T2 T REKEPRHGL SN TV D, FHEZHOWTUIHL STV
Vo LPL2RNRE, B AT HOMETFEL LT, 7~ b7 74 —30HELE
ABHPAETHD, TOHBTI v~ N7 T T 4 —Ob oMM & EEME, N &
AL EERD,

3. BARMEORESI T

i & U TR EICHOW TR T %, Quality DT 3V —i12éh 5 ICHQSA A A KT A
VIR, AR OIRBANE & XISEICOWTRE SN TWD, BT 5 & FEFIZ 0.15 %L
FEENDAMDT LR EBET DT —ZBBEL 2D 0.10 %825 AT A
WMOREE R LN LT IE2 597, 0.05 %Ll FORMPIIHERR T 2 M BN, Z 0
Fn D, JFEPIZ 0.05 %IRAT DA MO ERNEZ MR KD ofrEcHE, #%ikT5
ICH M7 OH7A KT A4 U BAHERLRNIME ZEFERHK W, DEilcENS 7 a~ 7T
74— & EEMEITEN TR TR E R A AR o - HPLC 1%, WWE R T 5
IHTEE LCIERE Th 5, @mEIIE, EME LC OO bH 720, BHELAE Y D 5
I 727 T P RagTel 7 AFHERIOEACIZHE, RN ERE 2> T D,
VTARIT 72 W T T A D FEHEAIPRER A 1 = X AOHES IR, SBERMTITEICH L
TWab,

— T, OWHETRHMEOZ 4R U< Tt b3, ICH Q2 FA KT A Zixsy
Wik DS PERGE (Validation) MRS T05b, ERT 5L, SAMEICBE L TIXHEE
P, ORREE, ERRE. B, RENMHE IR ERHR I TWS, EARBMEZED D
IZi1%, HPLC ##oH o=y MOt BA0nEL 72D V—TR) a—Ah, BT L
NEE, e Enkifb S TiTo 72, ZOfE%. 4 HO HPLC O X THh HNEE 4.6 mm D
77 2 VTR 10 uL OFEHAR 2 1EA L, van Deemter OFGEHE & F3BE AL O BfR
5. B BEEREDNH D 0.6~1 mL/min Ot Z A TV D REDRIIN TITo T2 & %
%, ITHEITIFEICEESS D 7 A0S XY EETHBEREN SV UHPLC (237 o
ATERTEY, ZOFTELREALSOESTRERREL TV,

fth )5, REMICBET 2 A/ O B 2 OEHRIZ I Y ICH OFA KT A ATHRE 5
S TITL . 2000 2l E & #u7= Multidisciplinary O 7 3V —125H % ICH M7 A K
TA NI ERFMENE HHA. ICH Q3A A R7 A4 THESH TV 0.05 %
LAULTiEA, BEESCRGMBEIZS UEEHREELRET 2L ERNH D, BHEEDER
BECTHOEWICIE > TIRATZ2EF OB AL, ICH Q3A HA FI7A »OWEHETH D
0.05 % XV H@ENITEWEBYELL T CTh L F L RiET 20 ERH S, Bl LT, 1 H 160
mg 5RO 10 FH ORI, EEICEY IRAT 2E RO AL, FIEFOEREEIT 71
ppm(0.0071 %) LA FTRIFIUEZR B2\, ZOFRIZ, ppm L-ULOEFLEZ R D L HERIC
720, HPLC (LC) & 4TINS (UV) ZfAE e oiias TIEER S
B RPE BT T EA R e o THT,

T THELNDERIC TR, HaEsHEt (MS) Th b, HPLC % LA bE
72 LC-MS 1ZZ 3z, FEICH A S TRz LC-UV LSS AZEE L-721 &5 9 FIENE
Nz, #EREL &<, RO FETRENS - SN2V EEOFELE LTRSS TR
oo —H T, ARILE CEFEDFIX, HARBREOENVOLARBD IR, #5E
BN RFEDEIL AR ATRE TH - 72 UV Ikt L. MS 1314 A1k L &R sk
RWEND, AT HEREIC XK > TR —RE TOMImICRENEDL D R H 5, £
D2, K FALEW TIIRIMAHI %28 0 -2 TORMMEHEREICR LT MS 2Miibh b
Fi3D L BFEORMMICE S 2 Y TREEETGESE LTHO LR FRZ,

BBICBHRBINC /2D & BBEAREICAT AL E L 72D, 7R CTHESL LT/ HTiE
T TGA~HNBEmEITV, TS TOMET 2> F2HENE LTS, 7R TIEFICEE
RAEEE W AHNEE S L TH, LN EEAZRA L T & RBRD IR 220,
L ITIHBRHPR 2 WHFICR D, DF 0, BIBEEICR 213 EEE O MRS L 723 b
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ETIER K0 PURMRTENR RO BN D,

4. FIEFORMMY D RRE 3T

2232, EIRMOBFEREICIS U REOSHTIC oW T, HPLC &TiEickd Hivd
FIZ DWW T BRICEER L7, IRICERRO BRFI 2R T 5,

JREELHEMAR 72 & OFEHE, AKIZKH T DM E L ARWGE Z R C, ICH Q3A 77
A RT A4 THE LT D IEE R VL EM DGR AV 2 3 & LR L,
—55 T, ICHMT7 A R A S DOBHEDBEITZF DR Tixv, LA HPLC-
UV &% AW CTREF O 0.0001 %1 ppm) O AR ZREL LD T2 &, (bLEMET VA
U BBRICER &N D KA~ DIERE 2 1B NI 2 DIAIREN VI | REHEE 2 & o
D2\ AT ORI EZ L CHET 2F 62455, X, ICH M7 14 R7 A4 THIES
N5 ERFHEAHIE, R OME EROSEN R < . BEENBENENRELIZLTHD
By, AW BENSE DR MNE L DA LA D, TOF, FEARHCWRAHI T
RBEORMP 2 U, JERT CTHLAE &S ST RITEBRE TOrT 5, #L<
AR 2 BRI RS S TR EL S B ETHET 250 FEN —RIIEibh 5,
—fl& LT, Rz LELSE2 FEEZ#RET S ET, ICH Q2 H4 K74 VTHED
NYF =g VEITHEEREZLLTICREHET 5,

ATALER D AL 5 BT, B HMSENEHWIEB ITHRIEAMORINERETH S, [
R X, JRIRIC X LRSI EW 2 BUE RSN U 7= REO Bllim &2 % 9 5 FRIE O F & %
EERL, Bl 0X, —EL725E01E 100 %R Uiz & plrd 2, B chHUE, B~
VDI KRI B EME T 77 A4 LIZEOER~OWERIZLT L E 100 %I2id7e 54, X,
BRI KD DBER RT3 TH D RSB EMDORENEL 725, DA, JFELFRILE
M ORFRMEE IR L3 b, EBEIRIE-CHEME 2 RINT 20BN E 5, FERMETH
L, RN RITTHEERIT > TWD D, X, RIS [FEED S THEMRL S
DR[REMENE B0, FOBOFHERREIKD BTN, S o2 8NRA v M b,

—Ji. AT A U TEREAFEE AT D TEE, B TRERICE FRINE 7220 T R
SRR ETHEDN D FETH D, (LAEWMICL > T, T4 ORESCTHEZ Kb d 25 44
ERELIN, s A — T —XVERHOTTO Y N7 vy 7 En#assniiesntng, 7
TV = a b RELTERTCND S, Bt 2 DOTFEICHAAUECCH S EITEW L5
HLiLTWnWb,

FHEARACEE AW TR E21T 9 BARFlIE LT, 7Tt ROSHHZrRd, TAT
v MEAWIFERFEEZ R TEN L, X, REETHEIDHE L WERZ WS, FHY
BAGIZONWTIZZ L ORI E SN TV D 12, AfETIIERFEEARESNh TS S
Ya—L 75k % PFBOA (W Z 7L Au_Xo Lk Raxi 7)) #HNT
AL L, WA %12 HPLC CREfid 2 R BRIER R 2T 5,

7Y a—)LT VT e RidKEN U AERERPNERTEL 3, HIKCTORKRZ EEN
RO CTHWHEZ o, TD%, WIHNIAT > - EEEEM O BR AR R R8T L, e oE
AR 2 AR 2 MEREF VD | o —F7 v ¥ ¥ VIS OHT R 72 O REHIR I e 72,
BN MR AL B % 2 e S/ D BTG MRMBIE AR Lo, F8 s LT
2 FIED FIEZ BHBTER & LTme X B3R U72RBRICARRBRIEIZH 2 Tide il
FATHMBIRZ1T O WER b oo, D%, XV ILHREE TRl 21T > F4HE L,
BHEHC MS TidZe< UV 2 LEGA THLHORRENMEOND EEH2BANDL, &
KB E AL L LT PFBOA #5&IR L 7=,

FHb DO E OB TEEHAIRIC kT L PFBOA iR A T F. MUSEIZ Y = F v F%A4T
VY, R 2 L C HPLC CHIET 2NA TH D, TD%, MatEHE & LT PFBOA 0%
&, OSR]I R D SRR Z O R, & O HPLC CTOfRRMEE b L7z, FRlZ
FAE% D SRR HZ OB OBMFHI B W TR, BT o AR 217 5 BAIC T8
b9, BEY o 7RI T D B ECEENLZE L TR Do T, 0%,
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BE T A== LTHA L LEZERTHY . 151 SOBIEICEZ b 72 TEFHZ I
DRPDBE LTS, X RUSHERED O FERIIH TITRIRICY T AT L A~—L LT
BONDFNRGN-> TV, T OEMEARIT HPLC TR — 27 S a7z, REPHN
W & o THEY ORMENMEARIERE BT 2FRE L o724, WRFEREZEREL
TRl 2L L LTV 5,

F F
% F F
o H,N | F F | F F
\
~o F ~o F
Glycolaldehyde PFBOA trans form cis form

X1 ZVa—iL7/Fe K& PFBOA O3FELL,

7 a—)LT7 VT b RIZFERHRRO GCMS ([2X0, HfEHmE LT ) ARV —LngE
NWTWDEERGH-O TV, X, ZVa— T Tk RegkT 2B0RRKL, 7anm
TERTILVTE RTHLIERDN- TN, FEEOXSRELTH 2 0 2{b6W % 3R
L7z, X, BE TR CHEHAT 2REEORENRE L CHIMEICEEN VR L2 MR L, R
Bk & kb LT,

/O Cl
o’ 4
o
Gloxal Chloroacetaldehyde

2 7YV a—nATATe REREEZELRLIAEY

NYF— g o OfES, REHEEE 5 mg/mL 12 L2V a— L7 AT FOERRRT
9.86 ppm. EMRMEIE 10~200 ppm (2% L CHHEIRE (r) =1.00, EE (BIXE) X 3 #
JET 100+ 5 %LANICA D | KEE (TR ITHExHEERZE 6 % & EFICRIF R TH
oz, X, WIRLEITHEE 2RHHLETH L HEN G, FHikE LTHontkiEs A
LTCWOHFEEMER LI, X, ZORBIETHENBELE CHOMEEERLHB L, W0 72
< HRBERITSE T Lz,

5. RESFOEH%

ZORRIC, FEOGHICIIE A 2 a~ N T 7 4 —PHWLNRTEY £ OHITES
HHEABTH D, AREITRIEE LTRSS LS OB 2 SIS R L7223, Fuko~T
F R, BRI L0 FESORD SN AMREIZRE < Eb->TkS, SFC, 2D-LC %n /1
~ N7 4 —IZA, EFIEL MS O EE R SR RE S EALTWS, FHIICED
NDEBEIT LD ZIGTIENY , JFEICL > TEWESLEB L, M 2baWicxt LT
HEZHEAME L GHliz T 208 L H 5, X, ERICOWTIBRICEIT D iE# &
RHHTA RTA U BREHDITITEM SN TE 5T, DR R imoZz OEEEICE L
THHBEICIZEE > TRV, ZOFERMEINRREICEW T, RridE - FE - RES
OMrEMREEOR EE2BER L, RO WEZHE L TITS ERRAIRTHY . 5% O™
LR LTV D,
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(2011) .

<HEZWE> HH B (Minoru KAKITA)

2007 % 3 A B K FPRFBEE PR FMEFHBE T

2007 ~2009 4£ M T3 CMC WFget v % —BI3 T ifge il
2012 F 3 A W KPR PP B R S0P b B LR R e T
20124F 4 A =—H A RS AT 4 AV BZ & — RIS
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[V —X RESTOER & =]

&R 34T,/ Clinical Analysis

& 3E &+, Mikiko OKAHASHI
B FE = FITE B 95 RERENTIF 22T, Institute of Biopathological Medicine
(Received November 20, 2021 ; Accepted December 1, 2021)
F—U—F ERRE ; EEREE o7 o BRERE L

1. #B®IC

BRI B Tl IR OZW, IBRITHOWRER PN TR 2 BHE L, ARy
BOLECE OB ERET D, MK, R EZRELE L, K5 F0 5@ FIIED S8
FEMNKRIZR L 70D, BRDHTClIEE S OAEREEIZ W 225, FEAEMRGE & 13272 2 B

ﬁ@ ZORY P NIIBERTEREELE LT 5,

KR DHE TlX, Z2EOMKE LIRS 2 MLENE HE, BB L 723N IR 2 b
%xi%w$ BANEDONLER LA LHREND, SPEIIE CHEE AT IER S
RN, FDA, %< OHEBIXHBOHTEEREIC i@ﬂméhfwéobwbdﬁmc%LmMs

(X R =3B B RSy 2 FIRFICHIE DR D . MR IR

B B Sy AT R 2 BEERA L 43 B

EHkD, HERMEICENDS 2 EORIRAAED . TN ORI EZL) LIRRRESST CTHH

HFHINTWD

AFaTIE. & Fi{ﬁinﬁ*%@#%ﬂ B0 M D R IR B S DWW TR L
7Ny B+ %5 HPLC. LC/MS OS5 Hr il 2804 %,

2. AEREHZ OV T
2.1 REMELOFEE
ERRIZIB W TRAEMEE L THbh b

# 1 REME

MERITRLE, ZnbRiENLI, & HAEdE

i

JIRA3

A, i AE, i

OMBERDEBHRED B, ERAOR [

BiR. - HEMR. MR, MR, M.
Mok, LFEK, BEFEK, PR, TEENER

2 T 5 T iEZ 155 &1, @7 HEH W

PR, ML TT

ﬁ@ﬁ%%ﬁéﬁgﬁﬁéo_h605%\ AL

AERAEL, B, AHA

PARIALY)

IRy LR ST OREHR. JEEOTUNEE

—WRINZEER T DX R & 72 D DI, A, e

HBAE, B, RESREA . A

Iﬂl‘?ﬁ\ ml7J‘<\ ﬁ(fﬁ)éo

2.2 BYFLNDBDL—/L

b b OAERIE A ERY 9 21203, B - W EOETTFIHICEE LR TR 5720,

66




LC & LC/MS D%, % 3 5. 66-80 (2021)

AR S OFRIMIE, ERIERSZE OMBIEIERIC L > THES N D AERE TRV EITZR
VW, X, b bEBLE ISR BRI T A A, A v T A —A Rar by Mk DR
HORIBSLHTEMHSBEICE T 2 MEZEEROERPLETH Y | BRI, FEOM AN Z#5
HRZRWERICERA L, T — b T 572 &, EAEROMRFEICEI T D IEHICHEIL L CEblic
WO MERF DV, X, sl EICBN T, ZHHIC—/HZHERLL TV 5 B O LA &
BERDHFELHD,

2.3 RRYuXfsR

BRRRIR N DIE, PRI ANV A, g R A VAR 8 OREGERIE L 72 508, YL
ﬁ@ﬂ%nfwé%@’ﬁgﬁw o T, BRMIEEZ I #5582, JRAlE LT Ie
TOREDIERMEIED G TOWD AR A S E LTHEEICRYE I LERH S,

YT, XL ISRTARRIC TR TS TE ) o 3 ERICK WAL 223, HH~o0
SHRDBLIEL 72D,

SR ) ok — a3

<K > M - WA E [EPNYE =R UrFnl
B 1 et

DRI Z2BRET 2201203, WE. HERIEZIT O, WE LI, 2 TOMAEDE IS
ELTRBXIIRET 2 FETH Y . KRBEE, BEAKBEE (F— M7 v—7) K&
FHIBEE R ER S D, Wl Ix, BYEZE 2 LS2RW L-ULE TRGS A 2 B8 X
iﬁ&éﬁé%&f%@ AR, AR, FOMRHEEREDNA S, X, BEIEYILE

(ZALERS 2 BN D, BRREREIO S HTICHEH L7z A S0, HPLC OBER: i

Fé BAED THESEM BRI IE S R EBESEM LI~ = 2 7 L) 2ITHE - THLEET 544
BN D,

R 2B D3R & LTi, HlI L., OB D BRE R~ D E B8z 72 L i3+ 0E
BL, EAM#E (P&, ~RA7, 29— T AV—)V R, Hyr, =Trrid)
OfEH, A, BEEHREEZ1TO,

MEE] ICBIT L3 E LT, BRSITICE DD H X, BEEH, U7 F a7
W BT DI AR LTI EAREITH D, HA ., BEI AR ETRGED
fElRIZIR SN 5A0E. EHIZERNICHEKET 5

24 BARBREECEERZS5Z5HF
AEARR Sy DO RIE, BRBGBALPERIURFFIE & o> T—E Tldevy, BRILIE, ZFFaEMER 2 —
R TH D05, SRS Ko TIEEL, BFRICRE, B, EE#h), (KIS kv EHT
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HHENE D,
EOZARIZ X HEBLSNT S
WITEERLETH D, A EB O 2K 3 IR Lo, EEMEE S LT
. ETREREE, EIREERENE D,

. %375, 66-80 (2021)

(BB Z DT 2R 2 (R Lz, BARRAEOZENITIT, JF
b APAVEECRIAER I OEK A 5 DT, MRAE D]
- PERIL A
EERNEE S LTid, ANY XA, &5, HE#), X

b AR A

MU AR EDE D,

*2 HARREEICEZELEZDRTY
EH Ok i R
i) IROSACCIERITAN st 07, Wi, B0, s
I VER, M. AT, BRBE
P L AR R, WA, S, P, )
- ) fii s, SlE, FEIR, R
- frde, BB HNY AL (R, A B LA, KR, B
WML, B, 7 Lo T 7, BRIE., RO O R
R ) PR ORI, BRI, BRI Z A I 7, BRSO,
A AN o DIE N
BRAERIR B CFFF Bl R R
W?%@’E@J 7J<@T§*ﬁ (%Hjﬂ?ﬁ{\ EE)7T<) _
ib (ﬁJ_Jl]l ﬁ%*}‘}lk% %uu@ﬂ‘/flji
BRAFAE GRS, W)
#£3 MAMOERNES
{AIRRIZS)
B A B 4]
o %5 >4 : Hb, Ht, ARifiEk, 7 L7 F =2 R, MiEEk
#>% : LH, FSH, HDL-C
IETIEME : =Y = X575 —+F, AST, ALT, LD, CK, £ ULt
Flin INETEE : REA. a7 ) TIT7—8, Ralrxre—r QK
PARRZ R - e L A7 r—/v, TG, ALP
ElEif : a1 27 a— LDL-C, TG
EA LRI UN, ATV T
ETEEIE |BOEIC K D EE 0 y GT. TG, AST. R
WA Z X 0 & WBC, CRP, 747V /—%>_ CEA
MR X 0 (&M : HDL-C
B PN 28
LB AT H B
g >7 : ACTH, , a/LF V' —) MmiEsk
ANAE) |B>%K: REA. KRB, 7Y UL
#>E:UN, 73I5—F
AZAEZE |TG. vV ey, &
e B&RTHEE M, TG, AU ALP
ZE NG il BERENE IR
) BN - CK, AST, LD, 347y, g, ZL7F=r, AmEK
fhpir SALCEME (MBEMZICHLC) : BEA, L=, TV RATaY, ZEXT )
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3. TR OER Y >

ARG IE, BATRIREND ERHON MR L2 T ELTDENA D, E-> T, i
BRI ) PO DORBICHE S e &0 AR OE LOAFRITHR S, IELV2K
RTINS D2, WIERTOMMBERI, PRI, AL EOMB O RABEE LD,

3.1 IMEDEE

BEIR AT ICH W B D Mg & LTIk, FEICEHIRMA AW SN, HEIZS T TH)
ARILLEME AV HN S, BIRIAIE, ESEICEHER b 5 Mk A A SCletE 5 P ool &
CHWH, BEMIL, HEO B CER EICHWSN D, FElRkiL, Bifki, EH0E
MTENEBOLNDLRTHH D,

FRARMLIE, 85 B RD SEREUT 2 28, FRMEHT—fEA0IC 21~24G (N 0.5~0.3 mm)
PDHWBILD, SHIMW G REATD 7200 e/ MEOTEM A Z LS <. £l
(CREFIDA B D FIC LD MIERAEER L CLES FLHELOTHEREBLETH D, HRILFFD
AL RS RSB E 52 2 F5 030 5, FhE ORISR 50 7 A IZANEMT X 0 AL T
ERELS RHAERMSNTWS, X, BREOMH, 2/ —R_—S857 L 0F 7
RO AV T LRED EATLENRHONTND,

3.2 ROEE

RIZ, FFREMRAL L TAG IR O BIETH D, L, BFECHKERED
HEAEECOLE), MIKKEIZL 2 BRSO ZENR EPFELOTHEELZET D, RO
BUZiE, BRI UCREIE R, MR, 24 FEER (BIR). AMRIREZ®RIRT 5, R
B RITIBME L TRV A NLE L TWD R, IREEREIZHE L TWD, ARZZREOR
REPRIZRFRICHE L C—RICHER SN TN D, SRIZF VNI ERORNVE IR EDFERIC
HAnbnd,

3.3 &, IMm#k, iMmiF & E

MmgIx, AR Th HARMER, AMER, /IR & g5y
Th 5 IMME, Mo bid, IR LIZEE D o %240
EE D PUBEEAID A - -8R M TR LTl Lo Bl 5 &
MERRR S SRR 2 2%, 2o BiER M (plasma) TH Y .
MR IEEE K 7 2 5 de, —F5, HUBEEAID A - TOZRWER LA
TERIML U CHE T 5 & MERp D (3R 5, 2% fff & BEOY,
O FENME (serum) TH Y | MIFIFEEHEIR 7425 £ 720
(B4 2), Mm#EeimiFix, BE T 2MEHBIC I > THEVWS
T BAL, MRS DBV D PEEER b RAEEBEIC L - T B2 i & i
FENDTF N TWD, RINEOFEEEZZR 4 1R LT,

PLEEREAIA D HUIE [ 7 4 L
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F 4 B O 9

BRI G A R AOREL BRH
- WL G RACEER
A
PURIRAIS L i R
EDTA NN AR
— XU i, Ml | RO . R, FRE. pH
PREAAY e T s e, i RHARE. ke
S oMb FU s s gk

3.4 MK D5 BEERE

I 43 2 15 5 Ai2ix, mOEEETT 9,
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PENRBEHTHY . BARENIZET S HbAle DIEME(LITIEH STV 5D,
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717 2 : TSKgel Glyco Hsi (£ 4.6 mm, & & 100 mm, ¥ Y —)

BEFE A : 20 mmol/L MES,20 mmol/L HEPES,0.01 % NaNs (pH 5.20)

BEFH B 20 mmol/L MES,20 mmol/L HEPES,400 mmol/L,NaCl,0.01 % NaNs (pH 7.0)

Wit : 0.4 mL/min

BT LRE: 25 C

V=7 r5Vxr s (BEHHEBD%)
18 %(0 min) —19 %(10 min) —23 %(16 min) —24 %(17 min) —27 %(35 min) — 80 %(36 min)
—80 %(38 min) —18 %(38.1 min) — 18 %(50 min)

i 415 nm
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BRERMEMER NI v 7HICEF INDIEERRRDTEDHH

Determination of Pharmaceutical Adulterants in Health Foods
and New Psychoactive Substances-Containing Drugs

WA EF Miho SAKAMOTO
HUR B B 42 209 & o # — ,/ Tokyo Metropolitan Institute of Public Health
(Received November 19, 2021 ; Accepted December 5, 2021)
F—U—F RS ERRET v B o E® ; HPLC

HE

TR OPIZIIRE SO, Bl E EiF 5 B TERLRSEREFSINA TS
FHRAY . ZORRERELETFICLD@BERENBRESNLTND, X, AR v 7%
AW BT L BB E @ 5 b DL L TRIES L, FESCHE WA IT/EH
DL T2EMNEESNTOEEND, ERRBEIC > TS, Z OEAREERLCE
BRRT v 7 HIZEA SN TOWHILEWR RN TH L H, MER—ETIHRWE, oo
AR LABEDGSICL > THEDTHLIFEORFENR AL, £ 2T, AfRTIX L0k
R A E 2 RERSBR N T v VR TN E LTI RO RO E RE LR
T 5,

1. 448 - R OHER

ex 2y BostrciBEEZ b
D05, ML OER KT v 7 &I
B SN D EELRTEDOSHTIL, R
B0 G ERE 72 EABLOMR AR e T
LEIMOIEE D, TORR BEHR A5 T
WOIFERAINE NS AR E R A SO
nNoERH L, HlzlL, 52 113 PDE-
5 IHEEHEZAT HILEMRER SN
FRERLOLDOTH D, AT
INEW] &9 v— 3k s T
o S OF ORI D I gE1 PDE-5MEEAEET HILAMSRE
thioquinapiperifil & > 9 PDE-5 [H%E Sh-ERM

R % AT BILAM R S8, GRS L OBBDHTH AR I
INEW| O3 — AR5 TW5A,
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INEW ] &) = U3 BE B3 TV 22 W ELEL 22 5 1 homosildenafil &V 9 PDE-5 [LEE

MEHTHOMEBIBRI STz, Z ORARERERSS TIX. [ UM TR C4FRo R,
THAFRHOENVEICL D EHEINIICEMBRRLIENLLED, FDH, SFHEOHN
WOMENC R D RICET SN DLW OE RIS N TWIERAY , Bz FEhE+
L ETCHEMREw®E R D,

X EERIR N T LOEE . REED
DI EH R % T A HIRE T % il 38
KLENED, BE2I1X, ¥4 =y h&H
By & LT ABiA X A7z [ O BER] O
! LD THH7, TCHINTA] &9 ZIEIA
BEH 2 My b2 HEMELTEABRA @BoObh, £ =%y P TH~RD L,

" np
I H

g;;%%%CHINTA L5 4lE Aoy & UTRE T3 bissacodyl &Y
i | Z vy [
75/];&25?) s5hb : oA dioctyl sodium sulfosuccinate % & f 3 5%

FEHTh D F05 Mol ORI,
A XD IHBE ICRREEENSAELC T, BHBREKEINTZbDOTH LI, ZofkeHEEe.
FeBEDMER LTRUB D3R 0 DMEINTH D 2, AT IR R 250808 1~2 BERE LA
FHERZNEREDL, TOL, RBRANCFAERRY . GERDICHET 2EHRES TBLF
BREITH D,

—Ji. BB AROGS,. BE CRIEOKRZ M OM KN EDONDGENH L, 20
R Tix, @%, BEMEDORA 7 Y —=2 7 THWS LC &£ETiRe—2r 03B 57k
WEAZ, ZOHRES, FTIFIRPELE X MRELZH NI FICED, 2 2 vV ofke
FI L 7o BB AL CnD D, @, SN T O R D 2 I3 2 FIXRE#E T
DI, SR EREIOBIRICE Y HARICL > TR, BHRRE, Yo AWML FLH D,

X, MR 2 B TR T 2 &L X BUEE CHREMAT TREZR A M B E N TV D
ERH DL (BE 3), AR R 7 v 7 b S A7 B B3 O RIS MEAT IS B 3~ 53R 30T,
falk K7 v 7 & LTIRGE SN RHOREREZOEEMEL TV HIHRENHF D 2.9,
ERRC, Fx OFEETHHRPICER ST 2
FEE O BLRE AR IZ D W T X BRI AT & 20 L |
B 1 OERIZ, A SNTE Y2 5T 2FNR
Hk7o, Z OFRICE S 2 VWi X B fgsr
X, EYOREIZE > T2 — L Th 5 D,
Z O RITRE U 72 A O IERHTRER T L
MR, e T, fER KT » 7 & LTIk ST
MAROBRBRAERE LTI HREREKMT 58 BE 3 fARFS v 7L LTERE
Y7 v LA Z VT LC % Ty ST BER S D Bk
W4 MR H 5,
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K1 BRIy Z7ELTHRBEINTEHERFICEEIN 2BEHD
HifE g o X MBS R

2. BBty FY) T

RELOANEOMEIRE R L2, TV 72 EiiT 5, R T v 7 & LTIRE
SNLHRIF, ERESE U TR, SHEOEDN LR LFELH DN, HEE DI
WRRGEINTVDLEL A D, M2k, BEOEWP B Sz RKOFEERKR D LC
s~ N7 L5THLIN, M ESNTE YO — 7 Em S, HE Y A>IEY B>3EY C D
ECoH-7=, —F, K2b)ix, RUHMENS 2EBBIZY 7Y 7 LizEHRR D 7 =
~ NI ITATHAIN, RIHSNTEEYOr—rESiT, BMB>EMWA>HEY C L 11[H

00204 () YA
0.015 B
=
0.010
e
0.005 /\
0.000 l J
O R |
0.00 5.00 10.00 15.00 20.00 25.00 30.00
min
0.020 A
(b) EWB
0.015 A
5 0.010 %%A
< HYC
0.005 - ’
0.000 '—*'lf‘/ v
- - r - - 1 11 T 1T 1
0.00 5.00 10.00 15.00 20.00 25.00 30.00

K2 BEROEMIBHEINEZBRIET v TOMKRKOLC 7 rn~ FT 24
() BV 7V o7 LiilehEin, (o) 2BIBICY 7Y > 7 LA
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BOY 7Y o IR E BT, BT v 7 LTIRGES D RIT, — R, ¥—
[ZH > TWDERICH 2 2728, BEOEYOMRN O L HEIE, H—IZRAESATHRY
AREMENH 5 HEND, EETHRICITEREZET 5,

X, fER R T > T OWRFBRED 1 DM B35, R KT v 7 & LTRGBS D
WX, EMOWREREMT, ThEaiBESETELND b OBV | BEMEE THl%
THE, BEH4OKRITHEDR OFBICEYOFRENMHEL THWDOEMRERD, Z Dk
R OREIOMNFELTWDLEYIT, BH—CTHROENDS, Yo ¥ —TlE, UNETH
DN NS 7Y 7 LT D, ek, WaiEE, M3 IRTEY, AY—7

[ AT O PR B 2T D HITH BN D HIETH D,

g ]
p g -

BE4 BRI 7L LTHRRENT-HED A
W OBICEY OFESEMTHE L TWD, ARITARO % CH
FNTEH D EILR LD D,

a-

AELE 1 A BN SET MO0 %m0 e 2 05553
S AR I LR ke HEAES< (LRIZREE Ean
%, \Q LRELD)

- ———

__________________________

A ETCHEIA WS> TWE—HE2ED, ik
BAELTCRE T2,

B3 WEIC &2 FERE O
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HEO SRR BMIC R 2 E LA D, K413, BERMLE LTRGES Y 7210
INTHER T 203, WEMOH KRN S ©— 27 B3t ST #7457 & PDE-5 il
EILD tadalafil 2th S 7z, @E | EEGHOERABRSCERETIE, 7 7B VONED %
B L CRBRA2FERT DA, H S AEIIRBR B TH D, F0h, @EESLOY
TENABBIZ ST, 48], RBRERIC L TR 72y, HES CREER S & LR
SNV 7R AR B tadalafil 2SR H S U7 FHIAS R O S TUIRE, 7 7 B AR
IZOWTHRBRZFEMT 2RI o7z, BUEIZICHEEER SO D 72 VR, ko 7L
WEDMIAL D S EELE DR S TERY 9.5, EERKDZ 58T HAE%ENE D
fEFFERME TIL, B NOEBET 2 RN 2850, RGBT OILERNFDL EEX
N5,

(@)

Time
1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00

el () (adalafil

AU

RO NWE N0y
cocoocoocoocoo

Time
1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00

X 4 PDE-5PHZEMK tadalafil PBRHEINT-BELI S 2ALDOLC Z7a~vx N5 A
() #HH T LVNEWO s a~ v 7T L, (b) BHTEALEEO s v~ 7T A

3. REEETM

REHZE A SNDILEMDBRIDOGE . KD P < £ < OALEY & il H R 2 AL 5 )3
RKoOLND, DA, @WEELMGR NI v 7EOHH Tk, AEEESE CHil L2
O EZLFLEER VDD, RIS LTk, 2%/ —n, T = Vb, K
DHIE L IFRA L THOWONDENRL WA, MIHEEE LTA X — 0Kk a2 L
Te%a. TATAREEEAT DILEM T, T AT VREONAKGRENEE S, K51, M
KR ORESESE A 4-fluoromethylphenidate N & A SNT-fGR KT » 7 OK%E 50% A
G ) — AT LT BRI ORI ER LI 4 HRO LC 7 u~ b7 7 LA TH D, i
E%D 7 a~< 277 ATl 4-fluoromethylphenidate @ E—27 LB LA TV RV DIZ
LT, W 4 HiED Y v~ K7 T A TiL 4-fluoromethylphenidate DI/ ##Y) D & —
IRRBOLNTWD, ABESFFICHR SN TWDIGE, BE, AR Z T 55
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0.25 - (a) 4-fluoromethy Iphenidate
020 1
0.15
0.10 4

0.05 E_AA_A _J L_’/\

0.00

0.00 5.00 10.00 15.00 20.00 . 25.00 30.00 35.00 40.00 45.00
min

025 7

0.20 (b) 4-fluoromethy Iphenidate

0.15 ]

0.10 - 4-fluoromethy Iphenidate
DINKG FF

0.00 ]

T T T T T T T T 1
0.00 5.00 10.00 15.00 20.00 . 25.00 30.00 35.00 40.00 45.00
min

X5 MREHEOEEELUA 4-fluoromethylphenidate B EH SN-BR KT v 7
DLCZ7u~<h7JAh
(a) BE D 50% A %/ — Vil BHE . (b) FHR 4 A D 50% A X% ) — /b
AUBHA IR
WNHIK D, BELEN D WG E | RENAK O R AR/ 54, A ORI
FEENLETHD,

X, ikt A% ) — VTR LB Z GC THOMNT 5 &, — B8O TR R 2N B
RO LN LD FENM L THE SN TVND O, G TlE, LSD OMEHLAN G A S 7ok
FIRFEB KT v 7o x5 ) — Vil BHEK % GC-MS TH#HT L7z, LSD OB — 7 A &
nizEMmEL TS, —J5, LC-MS TIX LSD O —7 it s, G/ Shi-fds
ko7 a h ANy o e—7 B ESni=E) 5, GC-MS TIELHIE T2 LSD O
AR /3R L, LSD IZZ(L LTz LR 0P TlEik R b5 Tuw b, LSD IR TH 5 Fo
5. GC-MS OF — X 121 CTHEDN B S iz LT 2 LT b e b 7220, 2o
FRZRFRRZ W 2 21213, LC 72 SO i@/ oieT — % 2 BiE 2 THRERIC
FEREHWT 2 HENRLETH D,

A K ) — )L CRIBEIZ 25 T AT NAHRL IR R T2 GC TORSfEIZ, 72 =KV L
O TCREHA R R 2 FCEEBE T RER F b A 5. BT L7ZFmSI Tk, LSD O
AN EH SNE-HARER KT v 7 ORBHREHELC T & = F Y L& AW,
GC TOBRSMBBIZ b @A LTS 6, B L, LSD OfEELAIL. 7 b= F
VLTI RN BN EN S | RO B A & ) — % W TR D 5 39 % fhih
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L. A —/VEZARRBHEIE LIk, HE, 78 b= U WSEBT 5 5553 TRE
INTV5D,

A ORI T GUB D D O L W 2 I R DA 2 B S F P EHE TH D,
FEITHAIT LTl 72 VRIEIZ & A S 4v7z PDE-5 FHE3E tadalafil ofhiizix, 7 h=
FUAPMER SN L2FENRZ Y, Ll TR b= MU VREEE, W72 AERICNZ S
EEMER TR, EROBIT, BB~ AL L5 ROE T A RES
ND, BE, BT EVPRITENTEBET 2F 16, 7 =PV Z2MA 50, 3
B 7B AT 40 FEOKZMZ THEM S 53T, B2 X 2RO 4 [HkE 4
LENPHED,

X, PDE-5 [HEH,D tadalafil AMEFERE M E L TIRESNIZAT IVIZEHER STV
FRHoTce NF IVITHESOEHRDK 8HIEAEREmWFENS | AEHATKTI L DO ERIC
KMz THiIEZ T, @B E B LS Lek, 7® b= MY vz Thltt 2 52
fiL7c ~F IV L TR, BEOHITRRZ TICRBHR R 2 J R L7225, a4, R
SR IR S VD EFERIE, BERIR N AT TIE RS AR EZIEIZES
FnDo ., PR EVCEE 2R O BEAHEIN D, £ ORI GBI EE
Le%Ha . BET 2 0 EO RS E R E R E TR 2 FII 5 Th 525, STRF I3
STWRW UNUBRFETLELAD | SIrBRE ICERE, el ER K TH D,
LC WFZERRIR S0 B ARG HTE A RITIE, AR & 2 oA Gl A b 6 2 v -
TWLRENEF-TBY . ONMERETOR Y NV =27 Z)KRF L ENRARETH D, X, Fx
BROWOSGNE & OZWIT, AHEEFORMBAEZRRT 2008505 etk ba 5%
PB, LC IR P HASHLFR DA XY P ~DBIMTHEEITAERTHL L EX
%o

51 3Ck
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<BEERN>  BWHAEFE (Miho SAKAMOTO)

- HRUER B e A gEE v 2 — R AFTER
(T 169-0073  HATHLATE X = AHT 3-24-1)
- BRI AES . HORHES ST AR T (B BRI R L A v & —) HLARAE
WRBHCER, 0%, REVEMER & T, BITRICED,
< MRS 0 LC b LB
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[>)—X TR OERL 2 ]]

KE 53 HT/Water Analysis

A% %] /Kanji ENOMOTO
ZEH T ¥ /Kurita Water Industries Ltd.
(Received November 20, 2021 ; Accepted December 9, 2021 )
¥—7—F  HiFK; PFOS ; PFOA ; H 7 v RILEW ; HHEGYRIE

1. /BoIc

PFAS (per and polyfluoroalkyl substances) (¥, A&7 v BLEYI DRI T, S EED
R EREHRICRIHBARfE T 2 L SN TEH Y WK% Huo Bl o ik o8 % 23h03E L T
Wb, Ffic, PFRASD 5 b, N=T7rdvat s &y 2k v (PFOS) =7 A uAt
7 2 v (PFOA) I LEREZ L TR (K1), BREdh oo i, muwEREE
SHT 2%, BREUKHCEAEYTICILFHICHFEL TR 2 HBHM b N 5ERICE > T,

VAVA \/ Vs (VAVAVEAVIS
=t \ % \ \C /- 3 F/ \ / \\ // \_ // C/~O
/\ /\ /\ F/\F /\ /\ /\ i\)
PFOS PFOA

X1 PFOS ¢ PFOA ofd= (EH#M A4 A+ v)

EMNICB T, KEGEICHRS NOEFEOREICEE T 2 B EHEF O RE L Ic2onwT,
A2 5 H 27 BT ©, hRREFERSSR» OBREAREICN L, PFAS® 5 b, ~u
TrFuts zy Ak v (PFOS) MU=A7AFut 2 &2 v (PFOA) % BEWIA
HiGEMS 2 W3 e (EEHEE : 50 ng/L [PFOS U PFOA O &aHE]) v,

BT, PFOS, PFOA 3 HHEBRITEE e O L B8 IG Yot SRk D FrE A HEWVE IS HUE X
N3RS R . BRI  OFFEAHEZENT Tl PFOS. PFOA DoriEss # BillG L T

W5, BErhIE 1990 K Y 1 - MU KL EEZTT o TH D PFOS. PFOA DLt
FaMET3 5 bo, WBdioRAESERE L F 2, Btk cotritick 28k, Bz o
W3,

PFOS. PFOA Oofric s\ »wTid, T8 FIRED ng/L A — X — & 5 5 A KIEE <3k
EINTEY, BFEEECHNEEOHHALSLEL 2 0H7a b3, EHEMHIEREEEC
HPLC v A7 LT IN TS 7 v FEE2 O DB 2 1iE S 2 AlRetk2 H 5
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Y, ZZIEE R VHGEOSEITEE X 5,

Z O EED B D PRFOS. PFOA D3 #T i, ATEE VIS &I hcidv 3
b oD, EERICIEEMIE &S S FOMIGEWIRERLIE L 2 ) | HERIEM OEE P,
LC-MS/MS ¢ D#laEbEic BT, REBEPHRADEL E2Z 5,

ARECiE, KESHr o T KR v 72558 TH %2 PFOS. PFOA D53 #t Sttt
ICOWT, FEPERICHIFI L 727 — 2 2N L a2 b FETRERICOWTHNT 2,

2. SRR & BE
(1) 57 e —

BODVDA—N—DORIEFE VICHE L 20MTECET 2EHRE 2 IF—FThRIn
TEY, IMEGEOBRGFHCHZoTiE, ZRODHEDSI LDO—2%2BFIC L 2, £h
WHRLZEDH 70 —2 2K 2 1TRT,

LC-MS/MS ToE&#iFIZ, 0.1~100 ug/L. (#&fHIC X > T2 0.01 pg/L~) THH .
M IC X D 5K 1000 15 0 EMEERE 217 5 F o, EE HEME 50 ng/L X 0 HIERWREE T
ERMATREL 5, AfEcid, HEEE FIRMEZ 1 ng/L ICEE L < (EHEE T 1000 £%
P . NS DRRET B AT o 2 FHI AR BN T B,

K 1L
(SSHLEMER)
PFOSNa-'*C,. PFOA-*C8

RATMAE 100 pL

20 mLU/min
EtH 7 L
InertSep MA-2
B
®OR 0.1% NH;in MeOH 5 mL
EWD.EhERPEETD B O
0.1% NH3 in MeOH 4 mL i N2W§3H’ 0.1 mLUTF
e K
E B
N, + %3]
H,0 4mL : MeOH:H,0 =1:1 1 mL
LC/MS/MS

K2 oti7u— (A—=h—DKEEST, A—h—#fED 70 —2 Z2E)

NEE VICBWTE, BEA 7 L8 LT, WillA 7 L0BA 4 V5 T LTs ED5EE
FRECH % 7 7 L DFEEIC D0 TR, KEED RN AT 3 2 JHEY) O FRFHIC X > Cfi
WO B HBHERE I N D A, SllEfEA A ALK T Ak v TRET L 2l 2R T,
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(@) 7 EOFRE
PFOS, PFOA D1 Cix, UTOEIHS LI T 5,

DOLC-MS v 27 LIk ERK 7 v FLEWIC X 5 H5iE
QE Y T L~DEfEIECORE. v ) vk 7 v ELAWIC X 215E

MBI L Tld, BEMHEERR S v 7 & S BRITEA D O MICERH 77 7 2 % 2655 L TAHM
Yo v — 27 %R D PFOS MU PFOA DY — 272008t 22 X ), BRI
BLAWKRICOHLT 2EREELWE, AFED cbIEFHI LT3,

oM HICHERT 2 B CHFE S Wz EH 7 7 24 (Delay /717 4) ZEAL,
BRIz, RE D HPLC v A7 LT 2 56 025 7x &0 ERRICHET L 724
BizonwTHBMNT 3,

@iBAL i, SRk BERE P> ) vt 5 CEMA 7 L@l s 25T, P
ERLEBET v BLAEVOFELRINE 2 T A% L 72RO AT H G E 2 EA L,
HAS L 727 — 2LV BEFICOWTHMNT 5,

3. ik

(1) fEA L 71425

R B ETE Nexcela X2[HPLC ¥ 2 7 4], LCMS-8040[ & & 437 &t (LC-MS/MS) |

cHh T L Y=Y A Ty 28 InertSustain C18 3 um (N 2.1 mm, £ & 150 mm)

* Delay /17 4+ ¥ —x % 4 = v ZH Delay Column for PFAS(N#E 2.1 mm, £ 30
mm)

cNA TR VI A A RBRY) oLy 4T (15 mL) +TAIT 4R
ffEX7Y)a—-Fxv 7E

- [EHA T L =z [ = v Z8 TnertSep mini MA-2 280 mg

- FERHRAEE YT A Dy 2T 7T o — X — (k% AL898-U)

S (F 7 7 20 6 ORI, BB 1 Y — a9 4 = v 2B GL-SPE &% 5.0
mL

YV vy () vUsl, EA T LDa v T4 vaz vy Pl EHICHER) - T
ERIAELY IO Ty 7 A7 Y —bmL QM FY e L v A2y b
TR —8EEA oY 2 v

Y Y7 gk — Ay )R THE Millex®-GP13 mm, fL#& 0.22pum (7 4 v & —:
Hydrophilic Milipore Express®PES #l, ~v v 7 1K) Fuv L vHl)

(2) #E
- BEIH © 1 molVL BERR T v & =7 LA (Bt 7 A v 2D St B Edigifk 7 o
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~+777R). TR F=F I (BHRMERT 2 =} YL -Plus-99.9% LC/MS H 3
L). #fik OKZBEHERKAOMAK) 27V 2BF L v £ — CRE X LT 2 #fIk

AEHENE - V=Y A v 2B PFOS(F Y v 435)/PFOA MIX 5000 ng/mL X X / —
VIR 1.2 mL

C PUREHER - Y — L3 A T v X8 13Ce-PFOS(F F U v 43)/13Cs-PFOA MIX (13CS8,
99%) 2000 ng/mL X & / — Vi{X#E 3 mL

R AU A 2 2 — v - B SRE RAEEER - PCB BRI (5000 f5i4E) £ & 7 —
1L

s 77 v oK ELT AN LHDEMER TR SR A s v = 2T 7 4 — KK

CFEMEAT vE=TK: 2% T VvE=TK (AT Y RTERT v TIRE 25%
LC-MS Al LiChropur®)

(8) sttt (LC-MS/MS)
- h T LR T 40°C
CIRBERSEE R 0.2 mL/min AW 10mM/L EFET vEe= v 4, B T F =1 Y
N (7T bR
B : 30% (0min) —30%(0.7 min)—100% (10 min) —100% (15min) —30%
(15.1min) —30 % (20 min)

- JiE : 0.2 ml/min

- AR 10 UL

cHIEE—F ESI (AH T4 7E—F, BEREGE=2Y v 2)
Va4 TV h—H— A F v (mz) Ta Xy v AF v (mlz)
PFOS 499 80
PFOA 413 369
PFOS-13Cs 507 80
PFOA-13Cs 421 376

- HEUEE TIRME © 1 ng/LL

(4) Delay » 7 L D%E

Delay 7 7 L DEFEETIZ., 78 —KTRINDIFEHLL D, HPLC EHED & DE5IC
WETLOPEA - —CHEICK YRR Y, o0 vk, X —h— Il L7z LT,
BDRRICT A v IF Y —HIICEE L& (BFEEATE HPLC ¢ X 7 4 Nexcela X2 TD
FHHl, HT7LA—=7v CTO-30ADTHICTA VY IXH—2HD, ),
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hZ7 LA—=T7>DNER Bz 7-RRE Delayh 7 L D#E

3 Delay 7 7 L D55

(5) A H

SIER U 7 B EEE 2 K 4 1R T, AEEIZ, 2K0 ) vYD T T vy vy —mBRAIC
L. SR S W CETE S 7 L ICEA I NS 2, ok, Bl R = FL v o
B % L ClEEZEMEME S 7 2008 A SN %, A ) vyNoT7 7 v 875y
Vry—F v TN sEn L BT v B LAY OB~ DB AR T 2 G L o
TWwb, AT, RERR, RERR., BRFAAR., BREARRINS (EExRR
BARITOELTEL ),

R 2R 3 A, 77 v 277K 1000 mL ic NiEHERR (PFOS-13Cs . PFOA-13Cs) 10
pg/L % 100 pL 234 7 L 7zadkl 2 25l & L. e (PFOS. PFOA) 1ng/L (77 v
7K 1 LICERHEIR 1 ug/L 2 i) i, WEEHERR 10 pg/L % 100 uL 234 27 L 7= 5lkhic ot
LC. BB EZER-L., BUIEEEZ R L 72,

52 o mir [
346> 10060 m
I3nin left U

i UK i : =
1 rone e esc ‘ -

EEH 7 L
YRS

B4 AR R
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4, R
(1) BERK

512 PFOS., PFOA oEMDO—fHlZ/~R3 (0.1~100 pg/L. #tdhid, PIEHEYIE I
T AEAREYE o v — 7 D) . X5 1R L 728k I PROS, PFOA Hic RAF R EMR %R L

TWwa,

(-)
e
o N B
o o o

2]
o

ey
o

AREA[PFOA/PFOA-13C,]
S 3

o
Q..

X\

20

F 1, 21T 5 [\l

PFOA

" y=1.259x-0.067

R?=1.000

40 60
PFOA(pg/L)

80

100

AREA[PFOS/PFOS-13C,](-)

.
N
o

=
N
o

=
o
o

80

60

40

20

20

5 PFOS. PFOA DiE#

DIRLoHTIC X 2 HHRMEORIR 2R,

PFOS

y=1.300x+0.252
R? = 1.000

40 60 80
PFOS(pg/L)

100

%1 PFOA OfEHERHEIM: (n=5, PFOA-13Cg ICHf3 % PFOA @ v — 7 [Hif&kt)

PFOAEE No. Etg TERE CVIE (%)
(ng/L) 1 2 3 4 5 (-) )
0.1 0.147 | 0.148 | 0.149 | 0.142 | 0.144 [ 0.146 | 0.00265 1.8
1.0 1.29 1.26 1.24 1.26 1.24 1.26 0.0200 1.6
10 12.3 12.5 11.4 12.0 12.0 12.0 0.413 3.4
100 126 123 119 126 114 122 5.19 4.3

% 2 PFOS OfEMER M (n=5, PFOS-13Csic x4 % PFOS ® v'— 7 [Hif&H)

PFOSERE No. iy | ZHERE CVE()
(ug/L) 1 2 3 4 5 (-) (-)
0.1 0.138 | 0.137 | 0.140 | 0.151 | 0.140 | 0.141 [ 0.00549 3.9
1.0 1.37 1.41 1.45 1.39 1.34 1.39 0.0428 3.1
10 13.7 13.9 135 13.1 13.6 13.6 0.281 2.1
100 130 130 129 138 136 133 4.02 3.0

# 1. 2 1T/ L7=8EIC PFOA. PFOS #tic, BIFAFHREZ/RL 72,
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(2) »BOE

NIEE VITE, HEPK O RTLER B O OK : A &7 —=1:1) IOV T, HEDH
HEDEIZE A, HPLC ICEAT 23 BHC o WTIZ, 77 o5# DR, A (1L#E 0.22
um) 23237 —ZAB% 0, YY) VI T4 A —DFFICY o TIZ, 74 M —~DIFE
B AT X 5 PFOS.PFOA it ~DHEER S F AR T 2 Fo Rt I 15,
X 61, fEHERE 0.1 . 1.0, 10pg/LicoWT, 2BOEVELOY — 2 ZRT,

e . i B i e 2
SBREY [ - ‘ 2384 Yo / f /\
‘ - ‘ = \
= PFOA -~ PFOS oo [\ proa = J \ PFOs
—— - samls | - ﬂ
- - o / proa = I\ pros
bt PFoA ™ [ PFOS - \ o] / L
‘uz\\m‘ — /A\_ = w: J N / \
10 pg/ USSR T / i ] N
238 ) ,\ - /\
o0 [ . \
e } \PPO/\ o0 firssic), pi()q
ot \ - Iy
. \ ot ,
2B - | \ - /
/ \ PFOA = / PFOS
"”f _ \\_ . _

X 6 H@S]ﬁ@AFEM@% BoHOVMELICK B — 27 DR

AN DEE T AEF Y #E L <. PFOS. PFOA. PFOS-13Cs . PFOA-13Cs D il 11D Y
IZoWnWTH, =2k, ¥ —Z7HEEICEIZ R, HPLCEARD AB~DARS ) v 7 4
N2 — DI I RE I & X T,

(8) Delay 7 7 L DRhE
Delay 77 7 L DR %R T % 2. PFOS, PFOA R D 77 v 712D\ T, Delay #
TLEEELIZGEE LEVWEED /a7 AR L AR EZR T IORT,

i P

]

” Delayh 7 L& L \
1004 [

nl ’%\\lc h N

” ” \
A uldiga iy g L% Nbestonad

) Delayh Z LY

Delayh 7 L&Y
b proa -
Ky .".‘..p_.nb;v",!'-ll il

:
I

1‘ ” 0 i b A )

ot Moot )

g 8 & B B

! ﬂ . it Lo Alad Ak,
P i I S e A T PP

[ P P W Ty

7 Delay 77 LH Y L @ PFOA (/£). PFOS (fi) 7 v~ | 77 LD HIEL
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PFOA IZ2 > Tid, PFOA-13Cs @ & — 7 OLRFFRERE 255U 3R © PFOA o (R F7IFH & &
Z %k, HPLC ¥ A7 LB EfHE K L HEE &3 PFOA (DR MEAREZEDL) v 7T
B A ZRICEERICHEBENT WS, X, Delay /7 7 28 L T3kl kD PFOA O ff
RO ERTICZD b B ¥ — 223, Delay 77 7 LH Y TIEED LN TR,

PFOS I 2Tl [[BEIC PFOS-18Cs D v — 7 DARFHR R 233 Bk © PFOS o {47
Mle#z2 2L, oI Delay 77 7 L8 Y ©J525, HPLC ¥ 2 7 B8k & iEE &
N3 PFOS (DM EAREZ &) D/ 4 RO > 7 FAH/NE L SIN % FIF 25083145
TIN5,

SElE, ERTIC HPLC ¥ 27 ANOD 7 v FEHER D — Y 255 L T vy, L
ZEBREIEIC ) A XOMEPREL BI2ENEES N, FICEKEECREL THNT 24
ICiZ, Delay 7 7 LOWRPEELEZ 5,

¥, PFOA. PFOS #tic, Delay /7 7 28 0 05, RERMA%S TR TV B DI,
Delay 7 7 2235 L7256, BE L AVWEA LKL C, 77V v MABEICE T2 T+
F= bt UKD ERR A T LCEET 2IEDX A4 LT TBREL BHET, ¥— 7 DR
R AL 7 P L7z BA e E 2D, Delay 77 LIZHENICEESE L 7- £ £ ©d MEEN
LN MoSTIcENT s 7Y Ty AR ERT 2563, RO ThIcEE
THREND B,

(4) [EIXE
% 3 1ciEHER (PFOS. PFOA) 1 ng/L # 3 1 ng/LEHEGE O BIGE (n=1)
(7' v 77K 1000 mL IZE#Ei 1 pg/L 7 T/l
n

. PEFHERR 10 pg/L % 100 uL 2% 4 27) SEOA 850/
It LT, R A g L, R R °

. - PFOS 89%
WL kR ERd,

SNV R LR % L TR o T,

ER NRMEORHEE ICIZE > T ngd, REFARINEZECE 0, HifL T2 €& FRE 1
ng/L 2152 Hi&»Eonz e E 2 % (Ing/L e L 7250k 1000 mL % 1 mL i 1000 %
HE L7230k DD 1 pg/L % LC-MS/MS TH#T L. 89 %D R %H72.), Sk, FH
PR, 2SS 2T e v, ER TIREZHERT 2 TETH 5,

5. B

PFOS. PFOA D #fic BT

‘HPLC ¥ A7 4IC Delay /1 7 L %3553 2 B C HBEHSL Y A7 ok & #EE S5 SIN
DRI HARF T 7z,

+ 0.1~100 pg/L DHiPH CHEMZIER L. RiFREMRE. HREZE,

- LC-MS/MS DA icit 3 2B W32 Y v 7 4 v 2 — %G L. &AL 25
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Wi~ DB TN EE AL 72,
* PFOS. PFOA 1 ng/L 2T, [IfHEMEREE 2\ TR A 7 2~ D iRt (F % it
L. HHEEIEK 89 %zfe, & MRME 1 ng/L ZiEREK S Hig 21572,

Zofkic, L8 - Tk ET, SR FEAEWHEICHE S W RO % PFOS,
PFOA Dotisett 2Bt T 256D L 22 L BbNZEHPICOWT, MN L7, T,
PFOS. PFOA DT ICBHD 5 /753, I S-ATFRGETCastiEE 21T I BRICP L THhSF I i
nNFEFEWTH 5,

5| A STk

1) KEHEIARD NOREOREICEE T 5 BREEEEEORITHEIZOWT (Ff 2 4£ 5 A
28 HERGEE WA,

2) [EFH —LC/MS/MS 2 & 57kH PFOS, PFOA /3T DR A > b, KESHTEIF—
2020 BAEE (20204 1 A 28 H), vV—x ¥ A =R,

<PEEWE>  HA%7T (Kanji ENOMOTO)

<1987 4 FEM TS AL
TN, PEARALER, A3 - MR KALER O B BRI
< ST EERE - LC 43T =B, LC/MS b+ =B
- TOMER  REFHEL RERMR) . TEREEEE L
THEEREE ) R 7 TERERA L

- Email : k.enomotol5@kurita-water.com
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[2V)—X TRESHTrOERE =V ]]
LC/MS 434 D E:As Foundation for LC/MS Assay

Pr2IEBH,Masaaki TAKEZAWA
AR L U Y —F & % — Toray Research Center, Inc.
(Received December 7, 2021 ; Accepted December 9, 2021)

FU—FR  HEOWEORE ; A A oAb EEEE ST BRSO

1. B®IC

LCMSIE, TFERARE LWEES aar
BT, EHES, i, LEPRE B
FEORR & IRBTIER ISR ST
%, LC/MSIZ L - T, KUZRTHRIC
VAR ML, TICZ v~ ~J
LA A~ T LEES gz
DHEN R, MOEMAT, EMCE R
FrZB W TR DERWSHTY — LT
H5, AFTIE, LCIMSOHREL L
T, ZOJFEBERRHHIC DV THERL T
Do

TICZOI M5 A

TRIFEE
A A>o0vMS A

YAARI MY

¥ 1 LC/MSIZ & b5l
2. EHEIWE O
B EHTRT O IR 2R A2 2127 T, EiEikik 7 v~ ~ 7 Z 7 (HPLC) 12X 5rH
ST, SERE A D E BRI~ 8N D, BIERIICIE, A A Ak, 14
VERER AR T, BESHER A~ L, R T A E LTRSS,

AXE hEZ

ot

EEX BEZE

jal
pli
H

AHEAR A% AL E 14 EER | | BEEDHE R

X 2 EEoOWEFOHER (BEXIX)
REFEW A A MLIEE LTI, =7 ba A7 L—A 4 {t (electrospray ionization,
ESD. K&FE(LZA 4 1k (atmospheric pressure chemical ionization, APCD<° K& JE

A 4 1t (atmospheric pressure photoionization, APPI) 25D K&JEA A4 L AKIERH B
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TW5, KBIZR LIRS, o8 100,000
FEDORIERLS FRICE > T, A
7 AL O # P 23 B D R
BERFEMMONTND, B9
bR, 2 TONHEE A
F AR D BB, o 100 -
HHUZAAE L7V TR o M
BTN U T, @A A mbik

10,000

1,000

fElm N >

ERIRT B UEDA D, Bt J— it
LC-MS 1 LC & MS ORI % 7 "
HBAVE—T A ADOMIZ, A X3 A A AbiEDOEIR

VRSB DR, Bl
HEDHEE (R 1D M- Tnd, ATk, AERLERESEERE LT, MWEmRME O
TR OV TR 23 2,

£ 1 EHESHEOTEEHER & € OJFEL D
=

N &= SR B
WfGE L72A A2 B — A O E ko U B AR E
DU Bk Q N e
HR DEIE 22 E VRIS < Sy
B R L7-EE A 4 B — AR tor—1
THINK (BSE) BE) YN ES S EERIRIC L AN L EIRIC X D ER)
T RNX =T K DI A A DT
TRAT AR TOF | 7V AWRA A4 v B — ORI TRRIC X D408
o Ty FENTA A O EE R = ke Y E R E S
AA T VT IT e N
HIZBT DEEZ EMEIC K D EE
VA= 7 =3 N = g [CR N o TENT-A T DS TOY A 7 a bo
Hengs VRN X BB, B 7 — U A8 A R A
3. A F 1k

Bl 4 1R L7z ESLIFHS N TV DA A UAiEO—2 L LTHLA TS, JIS ITXLD
ELESLIE T b0t/ 8%, B kV OFEESEHMENZF Y ET ) —F 2—
TIZHEL, HET L Xy T Y =Ty (#) Roka—r (54 7 —a—)
W END, TA T —a—NOEBEROHBIZIE - AT DOHENREZ Y T4 T —=
— SN K E A LR R T 2 IR o T, RUBREIRILATE L 72 F IR O Wk
L%, PUBNAIRIL, WHIROZAR ZRIET 2 BN TR 74— R (@F, €HK) &
TR SN D, IO KU L RIS 2 ki O SRR |2 > TR O BT EE A R L, &
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WREEN VA V) —WRA X D LIRS B IERNC KT 5, A FITNS S5 & D0
(ZITH BRI DA A ORFENE Y | KA A DREE T TERT 5, B LA A
Y, AT AR L CERSEETNELS ) 2 LERSLTWD,

ESLIZETFA A1t (E) £V bAoA A Mg F—=MELS, V7 b A A METH D
HINOHEHETR T T T A A A DA CEES | R~ @ttt o o Arfice L CTERT, ¥
VNTEL REE., BRSE, BRSO TISEMAWRETH S, AN O LR FIT, WEER O
Fik, BRI, KRS pH F KT T D, BT, bY 7 A uliige & A8
{RIBE D mWREERRC, Ka % <& ATZRIEIRSI DR E WOIREEE, REIEO @O REERIE, A
T AR IET S, TO/MR, BREKTZHOTEELLILERD D,

OB

A A48 CRAEAAAE)

1. BEROERICLIBEEE+SELS 1T
AT AT— DRI &SR

2. BEREOER

3. NIRACLZREELE

2

=5F Y IR
1~2kV)/

i ] 4. AAVER
ARER
AAVA4R .
— LAtl=-H=k
8 -0 [R5
== /_,.\_ MyiNal
. TUMpHY e
ASE - | iz
\-/ [My+ 2H]2
AUT4A ; N
a a wEHORH @
= ™P AT —5a

4 ESI O#A[X] ®

—J5. 51Z/R L7z APCL I, ESI TidA A oAb L, K 0 AR 2 A3 2 0l
WL TW5, APCLIE, T HEIc L > TRAETITbN DA A AbETH Y | (LA
FAED—FETH D, T A A AEEITEA SRR & — 2 — R ORI A DN
Bz ko CRIbENT%, an T EICEK > TEU DIREEA 40 LB L 031 A5y
TRISZEZ LCREV 7031 A b s b, ZOFETRIE L2 BEIHIARL 2 3K 2
LT FA AL (CD) BT, 7a b ROEFOBINCL D Y 7 beA F AL TH
b, 19 LJISIZRm Ty, ESI &ML CThr&/hE< (@H. 2,000 LA
T) . RISV TEEE LR MERRIER D 23 A oAb S G, A AT RO
FOST A F v Lot L O L0 K, UHEREZEEkciRE, afrfEs 7'a b
v EOBIMWEZ AT T e OB REWSITEIZ E T w b AN IS 0 B M)
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\Z® %, APCLITHHIFEDKASUNIZE DN T WD 2, EEEIT ESTICHAD & RBEK DR
BAZTE S, BN X0 RIS S LD 25, ONTRED A A AL R & & D 2512
(T, BSI &0 bR E 2 m < RET DR ERDH D, TDXH, BUIARLZER ST
I, T BNDE L 2IEENLETH D,

W {AALBIE (SABA AV FRIS)
1. B34 INAC LS5 ER
2T A~ T
2. HNERICESiiEarre
sibE - 3. J0JMEICLZBIMBEESTOAA L
I." 4. AAABUISEER S FEaRl D FEoJOr 48,
é‘\o | VoEfEIRsfalc L1 A AL
(&) /
og ,"I
% o JAAAAk
T e I (!
B — B b O S A | e /)1 0 P N =1 [ R @ AV A A
o Y S VEEDE S FOSHCEELN T
— EENMADEEE I, BN SR AR E C
o YRS Sy
Preeer=on
| . B
RP T™MP

5 APCI O#A [ 9

Z DDA A AkiEE LTiE, ESI X APCI T 4 Ak USRI S, FEMmMEYE
DA A AMENFRETH S APPL, °~ MU v 7 AXE V=V —iEA 4 (b (Matrix-
assisted laser desorption/ionization, MALDI) <o 5 7-E7 %7 (fast atom bombardment.
FAB) 06N TN D,

4. BEHSHEE
4.1 NEEK (Q)

PWEMROAK Z X 6 12T, A 4 b U7 o AT B 13 4R D W2 Zlh 5 M I S 4,
AL Z > T EMEEICEANT 2, MEMIZIE, AWICxnh 3 5 EMmICE Uk
PEOBEN, X, METL2EMICEAYVOBENMMENTEY | &2 OEMIC
EiEE U EEBEKERMETE Veosot (o: mAEKORENE t:FEHE) & NER
Ah¥THMI L, WEMO FIZEmETCMMEOLEIT 2ELENELC WD, &
Frfiix X, Y 5 iciREI T2 2508, ZORICHEEOLEME (U, V, o) 23
B2 bN5FICEY, 5B EHED m/z OA F 2 ) MU E MR Z 8k 5 k7
LZELIRBIREBIC AR . &N D m/z OA F TR E 72 IR HE T B MR (Tl 22
L7z, RACHKOPEHLEZED T2FA2REBLEL TS,
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+ [ LKV cos wit)

6 POEMmAE MS o[ 6
WEMN TOA A > OEEITX 1 o Mathieu ® FEXIZHE-> TV 5D,

m/z=K X VI (2w?2) (1)
K: E#. r: B EH

ZOXNG, A F U BEEICED
THEMEE, A A OHEEmMm LR
i o NWREDL L. KT OMTH
fefHIkE LTRTENHKD, flx
X, H& ml, m2, m3 DA A N
WTE B IR A D BRI LB R & A
W AT W O & — IR - T EIE T EREMO
EELSELFICEID, KEEND BB X5 HAREE (Veos ot)
BEHEEETOALAF LD A ALY K
ARBHRD, 07 DU A A5 R O

() FESmoE N

4.2 FATHEHE (TOF)

HATHRERE & HTE (TOF-MS) O A X 8 12737, A A v OFRATRH D miz |12 X
STRRLZFLZFM LIZEESIET, EXFERL e, BMEL z. HEOMEELEL V.
AFDEEEm 7794 NTFa—THNOEELX vETDHE A A DEHTRXLF—F
32 & LTRTENHKD,

E=ezV = %mvz (2)
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A F AL LT A F i, N A RIS X
» . 1V EIE R
Gl S Av, AR O SO IE A K (RFAFUHARIE)
DM . I RREY S E LA T \ Loz Zv¥r—IL—t
LR U 7R o E TRAT \
L, &R ZET 2FE/ERD, — o

IiE
EOBIEICE O A A 2 MET 5 & o | i
BIEIIE BB = X X — 52T O L |

AFVIR 1

A A NTHBADBND R, —EDOEE T \ et &
INFXF—DBEZONTEAFT U OEE v 1
LRSS O A RS . B R \
MRKENAFTNTELS D, ZOF \
X, 2 2L DL, HE viTa 3 Ok :
2720 A F U DETHRATIEREZ L L35 yoLHs—
L. AT ORATIRFE t 1 t=L/Iv THDD NS
T, mlz® 12 FlZ el 5 F0 5 & B
Hk 5,

X 8 AT HF A E & o #r it o Y

2zeV
m (3)

— EDORITIHEECTIZ. mzBN/NE WA F VTR, mzRiREWA 4038
SHRHIICRET D, o T, ZORMELZEEEZICEBLT HIREIZELID, v X
AR NVESDLRENIHKD,

5. AT 2EBERIZOVWT

LC-MS DOIRBER N A ERIEDE 2 G TWD L A AVEAOTHLA Y 7 4 ARUERE
BTSRRI - i L, BESE Y 5, ESI DA A AbEEF %X 9
WRT0, BT, NERMEOR 23 AR 2R & A A BAATHLA Y 7
A AR E T AT IS R YE DA - T L, BREE D 75, ZO/RR, A4
SO E EOBETSEA SN DA AV ENED L, BER T2 S 29, X AR
DL, WEER OB S % EH- ST 2 HN D | EHERD A bh— X5 b2 15T o 72 ik i %
AR A 52 5, LC /ot TIR ) VEBEREER S N HALD 08, ZAUDIEAER DR
ThdA, LC-MS TIHEHET V=7 AXMET B DEOEBMEEZ A VD, X,
FRHER D pH SRS B2 521, TR, BEfR, 7 & =7 KEOER MO R 4 %
RUZRTHUER S22, & 21ROV LD BEFOH] 289, ., ITHE T, LC-
MS OIEBERICAEREOE 2 AW HAICB O TH, MS O FEI Tl 5 Tk, #ilz1E
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ZWRICLC O ZRIGH TIHMEA— R Y v PR RWE D | B, DR T AE2FH LTS
FED ERRESNTND,

/ HPLCAB &

2T

HEER  2—THF
Ro7 RoT

9 ESI DA A MbEBE LS

# 2 LCMS IZHWSNDBEEOH] S
— XA 7R Vs A K, 7 bh=hVUL
AR )= NS ) —VEOT ) a—)b
FOMOEEIELE: | ~FY Tranrry TN T ETERRRT T
DAFILANLKRFY RN, NI AFALRLLT IR, Filgr

F v
g - Mk Wefe, X, MY 7 A aliiE, 7o E=T K
i XERT L= A, BIRT VE= T A, RIBKET E=T
UN

A A AMEDGIFEDG AT, A A a2 TRBER A~ L WA BL T — R Tt
k57035, LC/MS TIIARRIENED A A 2 il D 28 . 3 3 IR TR DA A
R T VD,
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#3 (RFEA7 LOMS A 4> xhate o

WM E D6 {7 ERY =YL Sy
kU 7 VA o g Wiy 7 a7 o E= 1 A
AP =y =R i i Wil 7 F LT =7 L
NTHETNAa T H Wi 7 I VT = L
JFINFal B R FERE S ~F LT E =T L
A Al A O = RN AN
cNUTF A TNAa~T H R
RORFHTINFaF T XM

6. LC/MS DHEAK
6.1 HEEMRNT

MERATICIX, # v T DEESITHPHVGND, v ARXNY ha X b —BHRHFEE0
TEIMSMS (zAhxAx Lz R) (T, [BEAOEESITCE TV I —H—1 A (§Hi
Big Ar) IR, A 4V 2R ST BICBEROEEMT CEOTa L7 M F D
mlzZ AT ORI T 205, ROEN G ORREFIHT 209808, % o7 NE &I

(tandem mass spectrometry) D[RIEGE, | EERINTND, FHIEIIE, 70X b4
VARG MV TV Y= F U ART MV A AF Y h=a— T AR AT AT A
AT MV EBRSGT D FRE ROBRIRA A=Y IR 5, O EOBEESH %
i 2 722358 2 WL D 28R 2 7 NE E55HT (tandem mass spectrometry in space) MO
AF N T v T EATOEBLZHCLIRMG X 7 LA E &5 (tandem mass
spectrometry in time) 73 %, 220 % 7 LEEGHTERE LT, ZHENEM (QqQ) .
MU EfG-AATHH (Q-TOF) ., MATHFHM-MATHFH (TOF-TOF) 230, —J7, Ky & >
TEAEEGHEELTUL, A4 77 AT, 7=V =B A F VA7 v o

(FTICR) 2"A V., ZEMEE&E ST (MSh) DHHETH D,

MS/MSDOHIETIE, a2 h A28 (product ion analysis), U 7 —H%—A 4
A% ¥ (precursor ion scan) M UNZT L AHX v h=a— KT/ AAXx+y  (constant
neutral loss scan) ZENH D . 2 S D~ A ALY R LIS NTHE ORISR S ATRETdH 5,
N ARNXY MBI S FOEESLITEOE R, MECCHIEERAG O D,

L HTFoEE

5T DBEEDIFERICENLHOBEE Lo A F ot S s, ESIRPAPCITIE, £4IRT,
IM+HI* (7w kA7) RIM-HI™ (Bi7'w hoonr) BBEsShD,
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#4 LC/MST—RAITHEH S 09 VA A1

1A 1LE BEIEAE HRLYTNAFY GEAA )
[M+H]", [M+NH]Y,
el [M+Nal*, [M+K]*
+ +
Es] FER=RU L [M+H] J,r[M+NH4J]r :
[M+Na]™, [M+K]
BEBRTUEZY LA [M+HIT, [M+NH,]T,
FIIFLTIVE IM+H]", [M+H+N(CH,CH)al ™
%8/ [M+H]", [M+H+CH;0H]*
ARG TR [M+H]*, [M+H+CH,CN]*
BB 7 E= L [M+HIT, [M+NH,]T,
MIIFLTIVE IM+HI", [M+H+N(CH,CHa),l ™
1A 1bs% BEREE ARLOT A (B1AVEE)
BESFLEVLR M—H]~, IM+cCll~
SR, BFfR 7 E=V L [M—H]~, [M+CH,C00]~
ESI : - -
R [M—H]", [M+HCO0O]
) 700EES [M—H]™, [M+CF,C00]™
BESFHEVR [M—H]~, [M+CI]_
SR, B 7 E=V L [M—H]~, [M+CH;CO00]™
APCI : — -
R [M—H]", [M+HCOO]
&) 700EES [M—H]~, IM+CF,CO0]~

WHER ORI E > TE, T RIV DA BV DA TUoE=7T, HWHRE, FBRENMMLE
AT UDBEINDD, BEENPO TOERERET H2ENHNKD, X, EFL—1, Al
b D FICEENDERITFOBPMEEOEGEIE, £ OO/ I FVEEITEE, w7
DGFEIEL. / ITFTVERITFHERERDENG, T a IS FEWER T 7 R Th
LRIk, 0 OB E ORI,

(2) TROEH

B CIE, Z< OB ICRNARPFAET D (K5), FNED D Z DO RFEEL
RREDITLREP B EN TV DRI D, Bl 2I1E, WHRPLRFZLZALEITHEOLE .
[FRARIFAE L D RHEA 22~ A AT ARG LD %, HEERET 5 L CEER NG HRIR
LD,
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# 5 TLEOFRINAEMHERE 12

RTES | s BEY | RrER | AARFEL ] BrEs | e BEH | FPER | RAEEEL
1 1 1.007825 99.9885 15 P 31 30.973762 100
2 2.014102 0.0115 16 S 32 31.972071 94.99
6 C 12 12 98.93 33 32.971459 0.75
13 13.003355 1.07 34 33.967867 4.25
7 N 14 14.003074 99.636 36 35.967081 0.01
15 15.000109 0.364 17 Cl 35 34.968853 75.76
8 0 16 15.994915 99.757 37 36.965903 24.24
17 16.999132 0.038 35 Br 79 78.918338 50.69
18 17.999160 0.205 81 80.916291 49.31
9 F 19 18.998403 100

(3) #mk. HWEFH

MU EG-RATIREE (Q-TOF) oMRATREMH]-RATHERH] (TOF-TOF) E&/#raFClL. TOFA
B TRRE T 5 %, WEEEEED DRSS HE R A S F0 KD, ZORREES
Mritclix, £/ 74 Y bE v 7EE (FnHEIT OO0 TRRIFIEL N I KO RIN RO S £ % H
WCHEAE LA AY) BBBEISND A, @OiEND LS T, WO EREHKS,
BIZIE, BERESCA X ) — LDy BIL ST VEETIHNG32THLIN, T/ T A Y b E
v BT, BEOFTEE)LEFIL31.9898, A ¥/ —/1(132.0262 L 720 | #5525
FHARHKD,

(4) srfiFeE

SFRREIZ, A A DO =27 D m/z ORERE, MBERE, RNAROBRIEIZIBWTEE
Th b, FNAROENDNAZE LR HE S CIHEBEHE & E THE LN LIRS RE 72 E & HTET
THoTh DM, FNRZTENT 2 LB H 5556 Tk, /NUREL T B O RS #E &3 Hl
D fERE B BRIV D, FRIZ, M fRREE B IEt 0L, B —27 OE&ENHIT
RO EHEE T 2 EMRIREBIDNEWVAETH Y, LI UITHEERITICRAH ST 5,

OREEIL, ~ AR BV EOEEE LT mz O — 7 [R+08 EORESHES L, BlxoE
— 7L LTHRIHENDINEEINRTA—F—%K L, HEOWFTOMROF THLEE R
BEThod, MFROERE LTI, VA 2RO —27 NEWZ 10%DA THEEL T
LFOEREZEAM (=m2- ml) %5 5E (10%4R1E) &, 1 Ao —7 O¥fEE (full
width at half maximum, FWHM) % Am (2ff 5 FiE CHERE) 2»"d 5,

6.2 BIRKIGE=4Y 7 (selected reaction monitoring, SRM) 2k 5 EESHT
EESHT T, U EMRE & E 2 W eSS E =42 U 7 (selected reaction
monitoring, SRM) X< HWwHihd (XK10), 7V A —H—A A 2 E 8BRS (MS1)
TERL, 2V Va BN TT AT REREDONEET A LEHRIELHET, 7774
VA F U EER S, OTRRIZRH®R e T T 7 A b A A R BET (MS2) TiEiR
L. T2 FETH D, BIRA A4 E=H VU 7 (selected ion monitoring, SIM) D5k
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REDOmze T DA A DA 2RI L TRIET 5 F— FIZH~T, SRMOKEIE, M
I RET DMK 2R A A BT 72 < IR 2703 RIS 23 m B3 2 Ricd
Do

ayvarte)l

HPLC 1A VIR MS1 s MS2 Bi®
aYoavAR

= O r —
ol JAga ‘t)g._ﬂ O i o v
Q () =3
o] o8 ﬁ

aF e Fuh—y—aty BROERE o,y
ER ER

10 = PUFEARE Bt OB U]

il LT, 7TAXFALEO—-D>DTHDLALX ALK AT L (methyl
methanesulfonate, MMS) (Z2WTHIMNT 5,

EA A URRHESHCBIT A2~ AR MVERRNTa X 7 A F 2 AT N dHEMMSD
7'a b T M+ HMCHS T 51040, Bih, 4 7rMIic7 e b CH2MEm L T4
i L7zA Ay (MMS: m/z111) BE#EY—27 L LTSN, X, Zo7a A
DY ETVI——AF e LIz T X7 N F AT Mot MMSidm/z 79
MEHEE — 7 & Ul s iz, K11cik, SIMTlidm/Zz111%, SRMTlidm/z111 (7Y
T =P —A F) DOEEFLMREEL CECTamzT9 (TaX s A 4Y) iR, H
E LTz 74, SRMTIEANY 7 7700 R A A& B IMRLEDRHR, oo
LI ESFRO BTz, EDR, FHER B EEND ., Pl AITEERERM R ED~ R
U 7 AW O oA A SR IR I R D

0, ,0
S\ MMS
i O 248
k T m/z 111 [M+H]* m/z 111/79
';"’»T/\Lﬁ
o \ R e
0 1 2 3 4 5 0 1 5 3 4 5

Retention time (min) Retention time (min)

(a) SIM (b) SRM

11 SIMMOSRMIZEVWHIELZZ v~ T T A
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. AEEIZHoWT
BB, Wik a~ 777 0 —RBRESOPNEEENEEL WAL EESTOM
FRICE L CEA RSN TWAEEZFHT 5, BEOBEOREBICLTHXZW,

7.1 LC/MS. LC-MS
LCEMSZEI AT (-) EATyva () ITTERPAY, Kz LTERT 5,
ik v< 7T 7EREGHENE, STERELZERT L0 T, R A 7> (-) 2H
WTLC-MSE XY D, —FH. ks n~ M7 77 ¢« —HENH (5 13, o FEZBE®
TLHDT, AT vva () #H0Dd, BEIE, Ay —<ATERS, 2y —T bR L
. fEL, LC-MS#LC/MS& LT, LCMSAZLC-MS& L THFLT 5 H b AHETH D23,
L 7”9 Sn—J %, BEEE L TLC-MSK;ULC/MS & L CIRIRFIZ IV 2 SR bl CTlid v,

7.2 mlz

< AARY NOVIIKEES m/z . HEEOMFEXIRE L TR I D, m/z | IXEALI TS |
W& THD, mzD mé zITMTRIATERIL L, SiAHIE, [t — =T —] BIE
RAEFRTH 5,

78 JIFNVEE, E)TAY My 7BEEERVOHEMNSTFEE

/ I VEE (Nominal mass) (%, K ILRICOWNT, ZIEND RIRIFIELL D e K D IF]
FARDERIR G IEWVEREZ AW CER Lz, A A T FOEEE =T,

T /)T A4V bty 7'EH&E (Monoisotopic mass) 1L, FILRIT OV T RKIARTFIELL D I KD
[FNARDE &E W CEE LA v I T O REREE&EE2RT,

FExr B (Relative molecular mass) 1%, #J038 O RN AE &I KL OFEEZ
HRLE U TENT TROTMMEFHE RF5&) 2 AW TEHR LicA 4 v U3 FOEEE R
Ty YAART MANBIE, MR FEEZRET L4 A3 SN,

H

7/

5| ATk
1) —FEREN B ARG TS, HREDHHEOJRE,
https!//www.jaima.or.jp/jp/analytical/basic/mass/method/ (2019 4 9 A 21 HEITE).
2) JIS K0136:2015 @RIk nu~ 2777 ¢ =&l p9. BAMKGS
(2015).
3) WA PE EE, (M) AASHHEEAH. LC/MS, LO/MS/MS O XfE LS., p.140-
142, (AR AARGHHMEFES (2014). K51 KOE 5 - 3 kA,
4) PRI BB, () BASHHESSE,. LC/MS, LC/MS/MS DA LG, p.146,
(54E) A RS (2014). X5 - 6 2.
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5)

6)

7)

8)

9)

JIS K0136:2015 @ik m~ ~ 77 7 ¢ —E &A@l p.9, ARSI S
(2015).

A S AL S ERAERT AR — A ~X— 7 https//www.an.shimadzu.co.jp/hplc/support/lib/

lctalk/61/61intro.htm (2019 4% 9 A 21 AHIAE).

TATRA VY 2— g RS R — L=,

https://www.sitsuryobunsekiya.com/download/ (2021 412 A 9 HEI(E).

R R EE, (Ofh) BARSHT LTS, 55 1 [ LC/MS 43 #r -+ — Beallirfigan 35 . pp.88-

89, (Ath) AASH{LFE (2014).

R EE, (&) BRI EFSR,. LC/MS, LC/MS/MS O XA & s M, p.48,
(th) AAGHH b= (2014).

10) BAEEOWHFEFEEESH : ~ A A7 bu X b —BRHEE (FE40) .

p.55. [EIBESCHREIMItL: (2020).

11) EfE 2. JIME B, SAEE 75, p.332, () BASHLES (2007). 0F 1

12) B ARGHHMLFESR. o EFEE (LESIRD) . p.764, HE (2011).

SPEFEMEEEI> PrEERH (Masaaki TAKEZAWA)

- 1989 4F HEUELR}KZE - HEEMERHME E T
- 1989 4 M LR AKE
+ 1989 £ RSt L Y r—F kv X —Hn

- B - B OPERIEMR (T4 7Y A = )

< ofr &R LC oo fr =B, LC/MS 73t t- 1Bk

INA F AT 4 TV R

- B AR RRREh o0 SRR BETE

A D EMERABR, E T

R MR IRIR. REE. Bl

+ E-mail : masaaki.takezawa.f9@trc.toray

110



LC & LC/MS oHIE, % 3%, 111-116 (2021)

[ 8@ ]

FEIRATE 4 £+ 9 &£ Ehime Life 4 Years + 9 Years

WEE" / Ryuji KODAMA
EARARIL (BF) Sumitomo Metal Mining Co., Ltd.
(Received November 9, 2021 ; Accepted November 10, 2021)
X¥—U—F B, AR EEAR TEDESH

FRET LEICHZRL Ro e ZRRAR, FROFBSTERE R ABIZRD L, WA
HLWT) ERLARVWITTHRATLRIZENTLENWET, FE, FRAERMROAE T,
DWGLE TRAMISEA TZFIT /2 o TWT, IO TRIZBSITHE L72RRC, ek Lz GEA
72 BUVAATWEE) BN | FEEZFIEX THRICRKEREH T CLESTEEY D
< LIRESONE L, MELS THOLADBANAT E, —ISRELIDLAEETH T, |
LR TRL, BEAZRDIFENHPRE Lic, £ DOROBIEOEIT L& HnEd,

ELEBOFT, Kk~ NI T 7 0~ RIIBIN L 7e o TH 3 B E
L7z, Bo A EASEBE LI THWET L, WAL —IGEb AV T O TES
TEVET, REZTEMKLTHLRIZSWERA,

WKy v~ 777 4 —higeaBaRa & OFFRIL, 20104E 3 A 17T A bAAED L L2 D,
AR D W THiE 72 <, ZEHENOBIRITHR DR Y HIE L, 9§ 0 OFmpiko Bk
THEPIBRFT2HEMNRETLER, BTHEREMITHBMUE LI, Z LT k7 v~
25T SRR RER T bR L. SEEE SO LC OISR E LD, FL
T, BN LERHA, AT S S A TR Sz 2010 45 12 A 17 H O 236 [
Bl DIFMASHZ DR, PAEAED S TEIZZENSELICSI L TR TN DG,
HEREBICRLRVN] EOBEEZBVZ0EY-HENTIC D, EEEE (AR  &8)
ERTEMBDE L, EEREMAMIE 201143 H 11 H, £ 5 T, HHAARKESL
D HT L, FIEORERFFORICE X 2R FBWIERBOFEE L S &, RERREOH,
B LB EE D BIRNVEBTRE LIRS ADORBOVIKER ORI X £,

BEDOFLTT R, 5D 4 AnSoERZ 203 GRY2) L, B HEAAES - ai e
BRI CREFEE O A L TWET, S8 XEET (MEARMT L2 FIAY
TAY) CRETFHEZ BUFH R 2 D SRRV R E D T & 135E - 72 Z DMl SALE T,
H % oo H T9,

EHEOFLZELS LBE L ARDOT, ®Hh5 500km P EHEN (JR TRAAS D B g IR
BB OFEERER & B ER & Ok 856km) . JEEEBSHIERA L MY 3 /8o
TV BHLIOVAT AN TWHETN?), FETOAEFRICOVWTRIFELLET,
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2012 4 7 HiT, —HRIZH HEEEA] (KR 6. BRI EIRTIZ & 2 Bt Eik
FHIEAN v 2 — G R RN ER) ICRE L R oD T, BRI TOAIRN 9EL
720 FE LTz, FEE. BRBRLTICH D BRARFIT 4 5 (1988 4 4 H~1992 4 3 H)
EFELTVWELDOT, BRRTOAIFIL 4 F+9 F0F 13 FI2720 . FAOANAEDK) 1/4
IEERRICWDFITRY £7,

STHETY, BWSAFERR BN T2 L E37 2

TZHEORBY 2 (BIRAKFHIHT TIEER-HWEV-LMER T ET, Ll &K
HWNTEW-EBWTE 6, FRED NITEMREEEGBT D & EbivET)

TESTRE, Ao EHEIADBBTLTHA Y “BA” OkGhEE, FREBBE LW
ThA ) “CHEAIRA” OFFEE LW ERWET,

@ A DFEE

B F 2R RoEY HERETHN AL TLX 9D, BB, WELLZ L2 NOBZD
Ao ST ERIRA RIS T,

MERECH DA OB, TINAAEFEDI D S DT, FiE, RN A DULHE &
RN IRAY 17 AR T by 7 BIRRIIR 5 < 2 2T LA, Rk 30 FEREDEF TiX
Rl B B IV T L E W SNLIZ 2> TLEWE L7z PRk 30 0T H RS OB TH
DALPRE W ELEZZ T ERNFRRNE SO TWET), LirL, fEEOREIC/S &
ZIREN A AR —TT,

ROMBETY, BREOHEEIIMEEAL TL X 90

BEZIT AV T, b, BREDSMBITIT > T DHMEHAE CTlX, AMDBMRI N
b DI A8 T Z 5 T, MEERE - BRI LFLULTT,

HINZR D> A LIS TR BDNENS DT, BRROBEL OFTRARNT OV “GrT it
(WEDPA)” TL XD, FPHOEERIIZHAAR—T, T =728 92.3%T7,

WORETT, @M B A, FTAEIMIEN > TO D HEEZ 22T TF &V, X1 IZiEM
TIPS PPl 28 O T2 BB WL CINHE L T 5 29 FE OMHGE A ST Sh TV ET, 4
EEI > TWAL R NS o Loz b A7 LPr b LETOTIEAEF SV, JHfGE N
ZHOLGEITHRICSETEHEET (), WARIT, FIX25000 FEATLE,

B 1 D@y | 1AEHET B OFRRPEDHIEENBEXONDEFR 010 £, BAMIE -
TWDHNREZNERB L COETR, BRIETIE 2 A~3 H EAEIZE < OFEOHEED
AFHFKET, 2o, OF RBEALKEHELS nomanoma S A 217< &, %< D
MIEEN A 2 FICEES | HELOMBEHOR V BRI N—F=— 2R THRIZ, JFNR LT
HLERWEDICAEN, BIEIATENTEINTET, TN EREHRBDAD Y — X
(272D TTN, —FEOBEDIT 11 H TANLRTENFEMIND GMLE AR T, i
AT “BRAE 28 57 C, AEREBFRMAEASS LIT, JARRLRTLLET) T
X —EOEIEME R OSMBIENERZ 7 VT LicbDODH fLE LR L LTRFEL THWET,
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108 118 128 1A 28 3A 4A 58 6 7R 88 9A
B P e Yr7n—y B A DK
LEBA [EET-14 NIRBIA
33 Tra-adLrY|  BELD FY—rnaR
BEabhi 23 =a—Hw—FL ¥

R{—bRFUY Ya——t LYY
AOE FIvEFLys
HEDASL) WRELT—
RBEADA

BEEAL e

[E207 1) Fagrd—n

BRADA 334

BREHTA & HFIHFUL

1 MR L2 — (B IR CIUE L TV 5 G
il s oo F RAE HP L0 # (httpsi//www.kajuen.co.jp/introduction/)

¥, HLEEART L JA REOBERIGEIC > TWET, RBR%ES A TRET D
HOIE, TEE EAR RS T EROBERNEE) |, [BRE AR, Thnh), TER
28 5] R EDAHFTIIESNTWET, RIIEDLY A, BV —D X 7RRKT, HH
EBRRDONT AP TR Lo 50 TV a—v— | —ERE O~ £7,

Aoy i ansriarath
—GHEBSCU=EREUENET i
T8I ? BRPTERF? REE(E?

AR L5058 DADIB@L£3) BEEAS
ETHRSDL (BHLY) t(‘chgiza?-n LY <X : $17.3~8.0cm

SRR (o5~K) PIREL 7L< )
ETHERSHN ETHRSMN
(7LY) (L)

XOFEHEOMBHEICLYES,
B2 #EEEARIZONT
Hi o FRMHE HP L 0 HBcfe (httpsi//www.kajuen.co.jp/introduction/item34.htm)

FRRIR T LB A R AW o T, ERERND 72w E TIIRFREIEICAT
MWIg EAFHRZWE B ET, 272 R34 — 3y MEHTHBICATHRE
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FTOT, THHEBSHELHIT LEEAR] X MEEEAR] 277 5 THTFEN,
ymiciE, o F REEAILREIE]E nomanoma S AL B HIEEE A2 BLY > T
LDBEENRRIELTEY BIEICL > THHEBEDR S, ZOFEERDZ D, £V —R L
LTHROFERHIRIZY "7 =20V 7 7 U —AE LTERDLDELHRET, RILTHEE X
L ERIER ERIEA AR Y N TTR OB Z N T HDOHELNTT L,
b, Bx20 OB, KFEDOROZE Y — K& 2 oM LET,

1 DHIEZ, EATHET 28— hDORFESABHDAUEZ T, ZICFEEZZBWITITL &
T B EFTMEESTEROVEOGHRAE D £9, LR Lol d,

9 120k, BRRFMETHE OEHEIC,
B TR ODOANOBURITAIC D L HAL 255 THWEO TR, LEOBRILE H 72
ATTIND )
JeRE (B AREIRNES D, )
F:TCLeHRAETTFINE,

B2 A5 FITD LI S RO FEHEATHIE A LD & REFICH A,
Lo TR E0 . )
HedE s Eng=-, )

FR)EDNBIHDAD 2 BRI A TFOBIEEZME D DT, BOADBENREL DT
L9, EATETHRNABFERLRAL ! 2EBEHFORNND, TEZRZNLIRNAESTH
Tehb], EE TS BEATE L TE 72O BRWENHTT,

@®/°%F X HDEEE

AR AEZEICR ST RITHEY ET1?

EXHEO—FET, AKPRUTILTe Y B “T2HFE
DERIZ A2 DB T, D7p< & bAKRERRITKEN
WERWEERZ D WA, WP PVEIZIZE SR
RIELTWDOT, BIRR T “725FEYH” 1%
i, mAEL D I VW E R end o7
LHoTWE L, s, 80 BEHa T AT,
R LT “TE5EAYHE” OFBEBMAELTHNED
ZRTEYZ UL, BObROV 72V LI CRy £,

WX, AR —EHRIZEATWE LN, 774 X— N TITo 72V, FICEEIERICH R
TLENEY HIRNERE HIZORIIIHBAICESERIC LT, LRERIICES E4 H A1
IATE E Lz, FiE, ZEHEROFBMNITAEECH L TWDHOT, TR 25 £/A”
WRONDEREROTT N, JEEDONEF T, LRLOMWY | “TE5F4 A7 13KFE#
KRB E RN E R HNRNO T REHITE LTWAFFil (LU OIZEY £9)
Tix. 10 H FAJ~3 H BRI F v o AT, ZRLAOHIRIZ, M4 ORRICEIZm - T

M3 7Z5F4HO
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KIS 2B ES B & RHERIKEREA, 10 H LA~3 A LAOBTH, Bite<
WORTIEIRNA, K5 ORICR->TLEIERAD £

X4 HEEHZF% 7HO TV BHHTHT X5 ElZmio Cikir4 A

KHHE D FiZmo-o Tikir4 H (2019/11/23 #&

fi EALTWTHREROES IZENF 72D BATRBLPENTZVTHLAE
NEEAL, KEFMFITE ST “E2FEH R IZRERVELHY £,

6 ZEICHEENI-FHA T E5FEITRORN-12HH

BT TR IIED %, T2 EH A7 OfREARy MIES, IKHDBRED
BWHIZIE, FIA T 2R T IRVENZFFTHA~TE2EI A7 2RV ITT>TOET,
trlpy “EHEIHT OFEEZHETBEET,

M8 7Z2%¥HRHO M9 7225%HHO
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10 725X H@ K11 724 HG

BT/ F L7228, BRI RO BIR R O 2 B TV E | itk o
~ N 7T T 4 RIS O H R R B i BRI IR R L T

B2ENE, BNaxv &

D (&) BARSGHH LS Wik v~ N7T7 7 ¢ —WF9ERaRe AN 40 JAFRLEEE, “MRIK
ru~v N7 74 —WRERRES LR, (2014).

2) RS LR EE R ET C Rl S L7 Bl DIRERERI O REIC, AR AICHER L E LT,
N, b Lol LBl TET,

3) EiEIR HP X v (https://www.pref.ehime. jp/h35500/kankitsu/toukei.html, 2021 4= 11
A 9 Hii).

4) OFERBIESADBREE L TWD, ZRERLHOROE, KEREIES 7Ly aya
—ALFX T FOBIETT, SR ROMBHIZ OV TORIE T, 436722032 EiH
T5HE VWOLAIELTAENET, 22 CTRODMEEHD Y = — A THEM T3 L LT
STEBRICITTRIFRB L HH D < TZE0y,

5) BT, WY (HEifinaEnss)., by RlmER) . my (FFmETEL)
D 3N TRHIN D FERA Y £F, RRTHRTIIRTHSG, iy, s &R
frahEd,

<BPEEWE> REE_(ZFE Vv 5LL)
ERARILILE  BIAT e pER CGorEik)
T792-0002 i W R I iR iT 17-5

E-mail : ryuji.kodama.y8@smm-g.com

C sitr+ =1
- LC/MS Z#r . Wik
- FiE I0)E
- Rll5E 12T
- H TUR% RIS TT
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[HE=B#EIT]

ru~<w=vr757 /)uv—Xt HPLC/UHPLC & 7 A/
ChromaNik Technologies Inc. and HPLC/UHPLC Column

R /Norikazu NAGAE
KAt e~=v 2777 v —X /ChromaNik Technologies Inc.
(Received June 21, 2021; Accepted June 23, 2021)

F—U—F U IRIPFHFEHEA ; C18;C30; => F¥y v/

1. SRR
sua~=y 777 /7aY—XE 20054 12 H 2 BICEHERGL L. SthE L TOTREDMA
EVELIL, Zu~v=y 777 7uo—XE, 20 FL EOFEFEE L HORY ~—FHEH| DO
R L T U AFREAIOFMER—FEICH Y . R Y ~—REMAEF L >V I RFHET T A
D_ODEENLTIZ 44 TOMETHY £ L7z, UL, o RWEE2 0 13T, &
¢EKEEL\*ﬁ@@ﬁﬁh\%&#%Kﬁ@ibtﬁ\%ﬁ%@i%%%f@&#jf
BEICE-TEY £9, BEMKT, 4 CIHIIERGI CI, BHEOTMEMIIT Y bR
%mw7Af%@ AARDZ72 5T 2RI LTl £, StoBsITk L TREL
A EEAN, BUESADODHIEHL T, HuBITIEEI L TH 0 £,

2. Sunrise HHH T

Sunrise C18 &N C18-SAC Difi 1 7 Al 2007 4 7 Az
Frefah L E L7z, Sunrise C18 X7 @ C18 7 /L /L ik
Ak, P AFAT Y (TMINMEIC L D= Ry vy v BT suru:tvc. Gu
i L7 FRIEAI T, —#xayZetEaEd C18 TJ 2%, Sunrise Sunrise C28
C18-SAC % Silanol activity control (7 / —/W{EPEDH) bsjﬁmﬁﬂi"&cm
) OIETFE E 5T SAC ELAFT T8k 7 5T, e
Z @ Sunrise C18-SAC |[T=> R¥ ¥y v B VRIEL A S
HETEBLT, V7 /= VERES TWET D, R %
MADHFIZLY | WA EEMORAEZMA TEY £3, 1
WE LT, BIFYT /) — VIR L DA A o AR BAF IR
O EIR, HEEEEEMETAE LN DOT, 7=V 7D
N SHEESHRES, TOBRRET VI AEEZEALT
Sunrise C28, Sunrise C30 %71 > F v 1Mz TEY %

1 Sunrise WAHD T A
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(X 1), C30 EEFIXO B EAIIT BN G Y £, BEOEW LAY b A
PEDEMEAIZ, FEF TR ORYE (BUKPE) OfbE W & syt 2 a3 sk £ 9, C30
H 7 2E 100 %/KZBEMEZ ANTEH, C18 I 7 ADKEARMEEORD A Z 59, FHM:
DEWRFFRHZ R L ET, X a7 Ok EREMCEM OB EOSE C18 717 A
2R, C30 U T A TIERFENRE SRY | Bl b g S E S, BEE T A BE SR N
10 %75 100 %2 DBEFESAETIL C30 7 A% C18 1 7 A LIFIZEIA UARFFRER & 72 0 |
KT Z R LETH, BIEEROSENLEISNET, T LU DAZRERTRDS
B, X IV E ThHhDBIRE yIEDO ha T v — L O5HEE C18 171 7 A CTIIIERICHEL
WTT2S, C30 4 7 AT ISk T,

3. Sunniest ¥HHT 7 A
Sunniest C18 7 7 NI R¥ v v B T ZBDT- T F

A& LT 2008 4 9 FICRARMBLELL (K2)i TUF | rm———
¥y v BV MBS ONTIE L IEAD Yy —F A0 Sunni

[V oAy ORFELZSRLCHEHTLEEWETA, i
W LET & ko= ey vy BV TICHWET VY
IEREDFERIZT T U BT AOT 'LV T 7 2R
ZRALT, 7 A FRETF 28T FHOH RS SiERAE T T,
TN EY XY URRICERESE L HETHL YT
—NVHEEWD S ETEBY £3, 2O Fey vy B2
DEZIFIECEN ST L BVET, HiLnar v 7 biC Ohematlh Toshmicgion o
KOy Ry BV 7 ORG T b Tiz o= R
X v v B 7AW % Sunniest end-capping (==X h= 2 Sunniest WiAHH T A
YRRy o) e L TR £, £Ok C18 LSt
® RP-AQUA, C8. Phenyl, Cyano, PFP, PFP&C18, Biphenyl [HEH% LifilL
F L7z, 2 PFP&C18 <X° Biphenyl [E/EMHIIMM A O[EEM TH Y £3°, Biphenyl 77 A
I 4 (B iE S N TR Y £, #iLT =B REM: Biphenyl A3 & fE S 1. Sunniest
end-capping Zfii L CH Y F3 25, Mirhide T—EHEM: Biphenyl 3 A HW T £9°,
—EREMEIE & Sunniest end-capping DA EHHIZ L Y Sunniest Biphenyl (it A4 -
T ) = VEEORIEME Mt Biphenyl LY &< > TEY £97,

4. SunShell 7 7 A

a7 v x)b (FREZ LM, superficially porous) >V 4 % 7= SunShell C18 7 7 A%
2011 4F 4 HIZRERRKB L E LT, a7 ¥ =/ 7 Al Advanced Materials Technology £k
® Halo &> 7 ~7 /KU v T4 Ascentis Express 7% 2007 4512, Phenomenex tt0
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Kinetex 73 2009 F(Z#872BA4A LTk U . SunShell IXEWN
A==, L THRHIDAT =)V T MK £, a7
T by Y EEEE E 600 CITMENT 2 TRERNEG ENTE
0. YU AREFET HT T /) —VHEORIECIAE LR
A5, 180°CLL F CHES N A RLHIES U L 1T B D X%, cqreﬁgeIWﬁhic'e'é
TV RFxy vy B2 EDR LRELIEZIT>TH, &% e
MES D B ERICARICERY £ A, < DaT =L Cl18
T ELANMECIS LV bRFEY T ) — VIO BN S < R
S>TWET, SunShell #5245 (X3) (=27 =L UHh
XHDYT 7 —IVEEDOIAEE % E & L7~ Sunniest end- o=y srsIaY-2
capping x5 O RILUEZIT>TH Y| flithar > = v
C18 ITHA S B DT — V) o 73R 7 R 3 SunShell 75 A
S>TEY ET, BEEMITEL LMD Sunniest FIERIZZ <

OFEFEZRY iz TH Y £9, SunShell MEOFEEMIL, BERTEKI n~ T T 7 41—
MELT2EP @=FArvUyr), vV vz L LTHILIC-Amide ) O HILIC-S (21
) BEVET, a7y U IOMARIME S THELT9Inm, XTFFRFHELTI16
nm, ¥ /N7EHELT30nm & 100nm RV iz THY £9, X, K£4% 2.0 ym,
2.6 um, 3.4 um, 3.5 um, 5um O 5 AN E Y 9, MEFE LT LE L7z 3.5 um @ SunShell
C18, 4.6 mmID X 150 mm % 7 Aid, LA HPLC &% WV CRIE L 7o B m B
28,000 Bt T, H 7 AWHEFEFO 3 pym IZHASTERLS YD . mEGREL - IR EZ R &
L7=h T 5T,

2 m, 2.6 um, 3.4 um, 3.5 im and§ um HPLC column

5. SunArmor 7 7 A
SunArmor ¥V —XIXM7 Vv H VIEEEmDT- 0T AT,
T RFy v B ICEE DOV RN = F L

HPLC column

A G TR LML TEY £ (M4), BEEMIX éZMV4%wM
C18 & RP-AQUA (C30) X OX'NH2 (72 / 7ua L) » e
SHIENAY £3, NH2 7 AMIEEMBHOT I 7 I ’

KO BT 2NTT )RS (9 pH 11) Z/ED LT
LES>%., BT LFMBPEVERRETHY T 08,
SunArmor NH2 77 7 A3Fek72 = ¥ v v B 71T X
DB O SEREOMAMEZ AL TEBY £7°,

BT LY A RIS O b O CTOREEMICIZIZIEM
TT A, N 0.075mm, 0.10mm OF / H 7 A, 0.3mm,  |lew
0.5mm»OI 7 HT7 A5 1.0mm, 21 mm DEII T H
717 A, 3.0mm, 4.6 mm OHHA T LBHEY £, T,

ChromaNik Technologies Inc.

4 SunArmor 571 7 A
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SunShell 4D H T 1% 10 mm, 20 mm OGEAET A2V HiZTEBY £9°,

6. FRER

rua~v=y 777/ —X %L
FRBREFEMAINAT>TEBY £
T, v~ NI 7 4 —F¥a R
AFEF 2 st @ Pittcon (X 5) |
HPLC., EAS 72 SlZiFwFESNL
THY E¥, WRnHBICERERED
STWARWHEE S —EITEs 0T

SCBMLTH BV, o FE
DEEREH>THH O FL

W2, Ju~=y 77 /uay—xX
EWSHN DT 4 —TF— s ==L
DORAFZRREBITHELETHH - T
BYET, EHITAED 1993 4L
k. Pittcon I[ZIZAFEOT 7 —F ¥

Xl 5 Pittcon 2014 > H = CKEIT 4 —7 —D Mr
Silver ¢ 7 u~=v 27527/ uay—Xtg 3

%)

AR "NefRrE, BESIMLTEY ., Conference & EXPO O HANZIERE D LDV
Z RBC, R 72 o B DI OB L A2 K L TR Y £ 3, A2 EDFEIISIL., &
FEMESDLFICLY  FHRESA~DE v "G ONTZD T2 T AT T BERENSENE

WIEIT TR R P OFER AN
£ FHFEE RS %, Face to
Face TOala=/—233 D

S—LOHAVDEENELN
HELIEFICHERLTHD LU
T ET,

7. SN OBEE

PEOEFTTOT, —HOHE
BfAT72 Eix7e e iskia <,
BADOEY BN ELl ki
STERRCAEB 2B T, THIEA 9
R AT T-BEREIToTEH

D EF EEan RS ot i

LAY RERBOHEES O 2T

M6 HATOMRERIA YT
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S EBR < ENHERERA T L, 2016 45 7 HIIES kT 10 B id& s L CTRBINCHEE
E LA B DR D RARIZITE, (KR A B 72 LA E L (K 6), KDOHPT
b TERHKD ) LEHIHDERALFE TR LE, Kb Tohz) (FExbibAb Lzn
W) <, WEIJNGEVEBRPIHRE Lz, X, A R0~/ IFEMIE TR 2FENHDR,
ZHLMNDEEEMAMENRY | BT TT < FTES R oAYFELE L To—REs 5
LiesEni ik E L7,

8. H&RIZ

Alebru~=v 777 /a V=X /NSt TIEH Y £30, EHET T L0 T
TR0 BT LW FARIC LD Bl 7 & O FME & 2 4% IMAIED & 2 s 0BT
BT A O TIT & | RO ZERITIR 2 Dbk, RS FTET7, F¥Df 5 HPLC/UHPLC
77 LORGERGEAB L T TH Y E323, ERED SEESHT OB OFER R E L
7 BHENTT,

< BEEZWKRE > £ L1##fn (Nagae Norikazu)

W) m~v=v T /) no—X
(T 552-0001 RBRIFARPRTHE X B 6-3-1),
- Li B R TS G AR,
Tt (BBATZERY),
- T EERS C LC o B,
- B E  “LC/MS, LCMS/MS DA TR
7 TR (rHEE, A — 2th)
- JHESE © E-mail: nagae@chromanik.co.jp
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[FiE=B#EIM]
CERI & HPLC %< A [ CERI and HPLC Columns

4 & /Hiroshi SAKAMAKI
— RS A MU E RHm AT FeRAs /
Chemicals Evaluation and Research Institute, Japan
(Receive November 19, 2021 ; Accepted November 25, 2021)

¥—U—FK HPLC;0ODS W TL ;= RFxx v T AZNVTY—hT A,
M7 v UVET Z 2

1. IIC®BIC

— R M AT FeRAE (CERD) 13, LS B4 25tk - ads, &F
fili. WFJE - BAFESEAAT O SIS LV | ALFEWEFE O ME O LR 0L EMEO MR QNI BRER
RBER OEAERFEZXY | b o TEEDRARRBE L ERARON LICHFST2E52 BB
ELTHREL TWHHEEITY, 1949 FiIc T 2 G MAE S L LTHRE L, F4 - fbaliiin
Ehha, bR E RS, (LT E Mo & A FRATE LT, 20104E4 A 1 BIC [—
XM EEN] L7200 2019 4F 2 H 8 HIZAINE 70 JAFE A2 M2 2 FHRE LTz, Z D,
FEART, S0 THEMEM, RSN, (i g, 7 v~ MM, b3
B AR R OV MR EINIFZEAT £ THRFE, IR L., BIfE, A, KOO, 4 HE.
KB, AREAK, AHEO 5 FEATICE > THEZREA L TV ET,

AR TIXEFEOET 57 v~ MO HPLC 1 7 5 &2 LIS LE T,

2. L-column Da3
CERI %, 1980 iz 7 v~ v/ Z 7 4 —Da2—H— & L TCOEF 72 & IS5y
nv 77 4—HI T 2O E

175 T E L7z, 1986 T BEAF O A A -
su~ 77 7HE L TYRITER E L-column ODS
“i‘&jof:/\\y7 Fﬁ7AJ:D|%‘I/\‘T$ - Mﬂ_ .
BENE DI, BERMEICEN T T AL f >

LT G-column (RNEA—=T>F =« g "'ﬁﬁﬁ
—7T—NnTh W1 () BEEL - e
F L7 KDOF—5 > MIHPLC Ho

T ALTULIZ, EOEMRITYBIEND
ODS 77 A TH Y BEIZHKA— T —» 1 G-column (/) K OL-column (F) @
5 ODS 4 7 Aiagiz < dilish V=7 by POETENR)
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F LR, ERLHHESEOE, MAEDERWE SO OMERFY £ L, Zhu
W TD LY 7N A~OACFAER T TSR MR FIRRNE Y £ Lz, £2
T, G-column OEFHF CTOLHER J715% HPLC A 7 LIS LIZFT, SOShERIZRE
B EE L, EMICELWE S (T 2 — ) 235h SV ODS BT A DBIFEIT Y
L. 1990 e a#Bha LE L (1 (h)). HiF, BEZRWTEMERRIZ SA A =T 10
T L L@ S, CERI @ HPLC 7 7 AOBESRSAE D £ L2, X, e 4ulix
K728 5um @ L-column ODS D& T, 517 L% A R I 4.6 mm, £ 150 mm &Y
250 mm &N D T A vy T T LM, C8 R 3um OFEIEANE T A T v
TERARTIEINT 2FNERE Lz, BIZ, HEETIEHRL TWD A= —R3b ol
WL 0.075 mm OF/ « I 71T Lk 2006 FEnHHRGELE LT,

3. L-column2 D Bi%&

2007 FEIZF T I N7 L-column2 ODS (X 2) (%,
F#l— F¥y vy B 7LD L-column ODS % b
AT b B o e, ey | L cobumn2
B E TEIVEEMITRHS L E 3, LC-MS/MS O &
RHTREEE M ERRD HNDHE B, HERTHIVIRIE L
RO T MERBIEY T ) — A RO L _mi
EOTERICR D, XVEFEY T — o7 ODS b
T LSDERPEE S TRE LT, THITIEZ D BITHT | 3
Mz Ky v B 7EZFE L, L-column ZiEA 72 -m_
FRARRY 72 0 7 L8, L-column2 T¥, BlFy 7 ) —/L) =
RIS FEEHAS, HPLC 75 A0ER e | 1o 4 =
BIEELLE, A Yy FERBEOZ7 7y —A NFaAAT7
LE LTHIRF AU 6 7220 & MERE ODS 1 7 A
<7,

B EEMEYE OWENELS B— 7 RA3m E
B S LA ORISR 2 EEOm -
W AR B

1990 EHLEOL Y £5—D L-column &
HI#L 1= L-column2 HTOLNZ 8l

L-columnz DDS !frﬂnn

[pea—" Lot 0% SRR R AT EE

I I Ii

2 L-column2 »V—=>
L v ~(2007 4F)
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L-column2 ODS TIIFIEHm y hTE KR ON T LT L OFMMEZRE L, ME L7z

EEMICLY, By MEOE SO X 2R
Z0nr v b OREIEAE IR SH
TWE9, #IZ ODS skt C8 =
C6-Phenyl ®Fti#], UHPLC i 7
LW DR 2 pm O FREEA] S B
FELELE, BT LA R HNE
0.075mm OF/ + 2/ BHTAMBL S
W 50 mm OIS T AETROE |
2B £ L, X, HEH A

BT =T BB SR, R
FZLTWET (X3),

4. L-column3 D3

LCWET, &7 LORAEIEHZELSMNC
L-column2 X3),JU—hZ 1

_ P

L -column?2 FeiBH|
) 3EERBZRIUvb

NS AR
_ ’ HIASAZ2Y
i \\ M ZT)'/?\E

3 AZXNTV—HT LDHEE

2017 T FETE STz L-column3 13, HL L 7L FRIMAME & & > 7 L)L OARIR S 14

DWISL A B U722 & St e A — v o v
BN R ARE NGO NS ELL D
FIENRHE D%, BUE, Y7 e~ NI 7 10—
M7 KB NT, KbILHSNTWET, £
D—F. TAA IR EShD & U D

IIREICIR B SN T LE 9 4. i sk 5 iREE
WD pH #FARHIR S E 9, L-column3 1%
HIBRFE DM T v 7 VIEDIEF I E PCS Y

7 (Perfect chemical stable silica) & . L-
column2 DPERE % AT L S 72 MR s B
T RFy v B IR Y FREF O LTI
DCHE(THERYE, 17 V0 U ) 2SR B L
A=V T T R AT ATT (K4),

Y RAT AT, YIARAT AL, EmD

b aHE (Cl8etc--)

PCS>Uh

(Perfect chemical stable silica)

AR EELY Py

4 L-column3 oA A —

W 7 U EREL . pH 1~pH 12 & T aThE
B 550 B LAMICBO TS kv 77 T 2

W Bk O pH % BHRISEIRH KD DT, 4

B KR 100%IAHER T & 208 L7z 34T 2s TRE
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o Sk D UREIER O pH FPHNAN D & KBRS A Y ROWENIAN Y £4, FFicT
IV 71 ) VEVREER 2 AU, SRR O fRBEA Bl L7 RECO ST FIRE & 72 0 | £/
FCAMEDRMED A Y v LN ET (K5),

CALE s
HPLC : 5#H NEXERA
77 I L-column3 C18 5 pm

i
; 5 . (N 2.1 mm, £ & 150
. mm;B; £ 5 pum)
e | B )
A ; 25 mmol/L U » BEHEE R

. (pH 2,7, 11)
25  B;T7ER=FIA
7 7T MBS
l 6 4 A/B : 80/20-30/70 (20min)
_ IREE . 40°C, Jit# : 0.3 mL/min
A ;1L
‘ s 1 5 -7
6 ., L7 h7a 7 e ()
\ k_ 2.4 77 a7z (B
° ? Times(min) 12 16 4.4 ‘/7“7‘/&/&"?&‘/%%@@;\/{)
5.7 =%V 7 = F P (litk
5 BEMHO pH Loy <5 — 6Tt S AP UM

pH11 (1), pH7 (). pH2 (F) T.R) TR YT V)

5. BPYIZ

L-column >V —XD a7 Mi, —BLTH»Y GWHBEHEEO D 7 52 B LT
WET, MEﬁ?AT@kA%®%ﬁiﬁﬂ%ﬁﬁ%%#}té%%ffo%OT\Mé
WOBAKME (F1 213 log Pow TR EI4LD) SRFHRE L OMICITZTHERERH O | K
Ko WHIZEENIFEF T 00 5 < IRFIRFRRT O B S| %@ﬁ%é%fﬁ LavL, Bk
FHEAERUSN DI U AT ND > T ) — )VER SR A & O ZIREYZ AR BAE 3
FEEEMEIC L ENERIET D AICBEHO A Y v BRI LEIZ > TRET,
CERI Tid, RMEAIZUE L TINDLO ZRNZMAEN ZHRT 2HFICK D, 500 5
SYBERERED T T A ORRGE - BAFEEZ B L TWET,

[ Akgrs JoATE &)
TN AL L BREEOFF, TNBFAT-H O FETY )

FTeHIE, PALRIEZRSLS TIREWE SRR OFHE X OVEBICET 2B DY Y =
—varait U, NEbFP L BRENRM UL s - ROt S DIZEBRL £,
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< PEEE > K B (Sakamaki Hiroshi)

— IR MU BRI S 7 =~ BT
(T345:0043 85 T IRAL B AAZ T 85 2 1600 )

o I BREER S RE T ERHE T, it (T%0),
CRIK7 v~ N7 T 7 40—k B, LC/IMS AT LI,
- 2021 fEJE [SAEE] SEREZER,

K EREFEFE> “BEIFAHEEMETO HPLC « GC Ot 7T 7 =
7 LIRATERP (gEE) (RS =)

E-mail: sakamaki-hiroshi@ceri.jp
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[Hr& BfEIT]
LC HrEBRSUER RITHIEL T

WM FH e, Hideo MATSUOKA
U—x LA = A& FE,GL Sciences Inc.
(Received November 19, 2021 ; Accepted November 24, 2021 )

ZOE, ZTHRBAY LCHRBREOB T WA S THLS FIZRY ELE, S8 0IEL
THDE, FRFZEIRAES & DA TRV — ¥ o =2 2 ZEEE LT D TOEHEN
BT LTz, MBERKORFEBRZETITON [OWEEE S B OBEMER & BY
T — XD 2TV, SESY IEELBICENRONTA A FE FREWE LIEFE X
SHEZATWET, 2RO —cF 2B N -b0D, EZ 1] IZOWTH#BLRWE, T0
BE B LC T2 ) T I EEEERMMROLGE L ORI THE ELE,

WHEDO HPLC (3 €137 0~V EDLA I NES IR T, B 7 AT OV T HRIE 3 um
25 5um OELHMEL ) B LN TEHEDODONTWE Lz, TD%, HHgEs L
TOEBESIEFOER, ZHEZI D SEGT~DOEREEED | TN HICHDE L
BT T Llp EOMFERFE bitEA TR E LT,

LC BRI E LTIE, HH ORISR S 265, BhET 282 22 L. H
W M LI 72 & JERITHEIMICIEE SN T D LU E3, Znb FAeAZ bbb &
TOEEDHFADIRNA>TORLENWVET, 4B Z OIS ZBY | MARRoZEE
SEBOBFLODHRIVT L BET, HARICIIAT RS OEE N, B TOHES S
Z I ThoT I, BHOWFHOFOOHE L THEA L CHEIT 2 FE2fE->TRBY £7,

<PEHEWE>  BEBKE (Hideo MATSUOKA)

- 1997 4 REHE N K TR RME L3RR e T, AR —

T A = ARAESHAR, T~ NI T T o —HFIEA]

BAFE I HESR,

C MRS L, LC oHr LRI, LC/MS ot LB A
B 1 &
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o= B#EIr]
RAFT Vv RE I~ NTTFTT 44—/
Bioanalysis and Chromatography

#BH ./ Amane SAKURAI
MASHE L Y —F & ¥ — Toray Research Center, Inc.

F—U—F SAFTFIVIR; A F~—h—; #HETX VT +— ; LC-MS/MS
( Received November 20, 2021; Accepted November 25, 2021 )

1. #E®IC
A9 A2 LC MRS AR SETIHEW:, KL U —F ko ¥ —fHt L x
4, ZHIZIC, LC AR 0FIEe LC & LC/MS 77 ) 75 W Tl E TR OB

AHEELLED, ARTLREZRLTRY ., S0, AL EH>FTHCHM SETHE
=95

L, WAL - P B CREER T B ISR L, 7 n~ b7 T 7 0 —2FIHT 28RI272 0
F L7, BUEDRGICERE L T b1d, EFMBAFEIZE D 5 %270 TEIC LC-MS/MS %
FIFAL TR 4, BERothic#ib o TRz 20 REZ RO, K ORD M - TRz
SINT SR B IRIR D £,

2. FHARRDEEK

AL - WO B CIE, sk T — 2 OEEvIMET 2 HEARD bhET, £ 2T,
FADM NS AL U 720835 TUIE BRSNS B O FE LB BRI AL (Y — A ) IZBIML T E
L7ze BIERE R D B sk O ShE LB REE TG S 412 F0 6 . MIRRIE iR & L CREE
T 5B IITFICEVCKEZ MR T 2 FENEENE T, VA 1ZA—T TR T T A
RAEXDR &Y | §iE 1T T OREARIETH 2 FR@M SN CTEMIND DK L, %A T
B THLEMRE LN, EREENGEFBRY HRINET, 205, BHx OHETIT
Xbar-R HHX% % AW CREEHT — 4 OLB AL, WUICxhGd 2 FEREEIC/ D
FT, FlX, BEEENTIIH 2 TN E S EHE L D b FIC EFEOE T THR T 2/
IS, BHRAMRZ 8 2 2 [T LT DR 2 A I Cat Y . MBS U C
FERAGEESOWEREE DA T F U A2 E i L £, BEHIRD A 7 F 0 ZIRRE R
O PR E OIS AR T 5D FERRNEEE A, éﬁ@ﬁﬂik&bfﬁ%@wﬂ Zxf
L Y LW A7 a~<w M7 4 —% 0L, @ IZT o252 e LTHEXEL
Too RAERKREEZIL L, HEA AR HERO MR £ T \ﬁﬁpbi Lo, e T pE0nHkEY
Ao C LTz, IR RNTHE AR R 172 0 8 A, FIRRSORRER N Z LIS b b & T R0k iEL
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FLERICIR S TR E RO T FITAE Y £, PR, NENRIEEAT 5 IR EL
o FTLETHBEO I @Twi?'Afiﬁwﬁﬁ@xvﬂb7j/ﬂiﬁbHE
WEDWGE TH A A7 T o, MRS R THENHKE TN, 27 v FIZRLT [#
<1 EEITAITRETIZT T RRBITET IR ITHED R FETT, X bNIZEDOEK
R, BUZEEE 20 L TN TR 721 T < | 2EE OIS 2 R < B 2 50, FalvElH o
HEWRE, ZLOFELZWINESELENRENTH oz EHR L TV ET,

2. FEPBDHRH 2

AF&HIZ HPLC Z VM ED 7= DIEA~E 7 1 © U AERIEN S T, HHfgRII~E /o
EVHEDOHAK T, FNES B l:/75>7%>0 & A AW T ADOFTIRF DO E RS &
OEMHAEERIC L > THOEESNET, HEO 1 DITHRFOZW-CIEED AL A~ —T
~f%éﬁun~%7ut/(mmm)#ﬁ@iﬁ;%ﬁﬁ%ﬁ@ﬁﬁ@%%kﬁg®ﬁm
&> THIMDO—i&%3 0 | HbAle OREEIIIENM L CUWET, MRpEL 2 E O R )
S H . D720 EET 500~600 A, BT TIE 1,000 AZ 2 DA EZE L, FHFRIC
IS L2 i 63, Mk s 272 < B 5 412 HPLC O4BERREZ W12 BIFIZ
PROFENEE T L7z, EBICHIEN TRIZEIC, Bl OB {E) OISR~ OTHRTTHh
F LIz, BT AT = 0P LB I THIE R 2 T D 41 %@W@ﬁL%Lf v =74y
BEIEELSRTHEEOMT L, 22, X—AT7 A U Z R mORETHLH EF
DD T, Hb@%m@%/Tf/x_Eﬁbfwkﬁﬁ_&ofiyﬁzﬁ%ﬁ%@%
SEFRESEONE L, fiFRE LT, WERMIEMHT 2L, 7 — X OEEMETN
U, BRER OHNECR ARG B Ol e & 2 Y > Mx%%% Rt ENE LR, Z
DRERR O FHT 2 T8I, BEEBLRICNDNT | ZANRE R TERT 2RO A4
I, PARBRRE~DOHEE N 72 D F 2 FEHE L TWET,

3. LC-MS/MS ¥ ToHkE:

RO L U Y —F o Z—Z OV TELILC & LC/MS O, % 2 75, 156-161(2021) |

THIT SN TWD L, dBMITHIE L ET, BB T 23 4 AT ¢ BT = TIXEIEM
BIFEIZ 31T DAL 2 A 5T 5 %, BUHIBREE F CTONA AT F U v A2 D454
IEBRFE TN Z . IR O 2R T, ISR E SRS ORI BRI C BN DN, A
~—H—HIEETEEE L LT £7, TR0 TFEIX LCMS/MS U F > REEAIET
T, TOHD G LC/MS/MS (2 LD /3A A~ —h— L irh, BIFRHEATOERIZ L - THFEMN
FZLWHEX YT 0 — Ol &2 ISR LET,

1 7 A A EREI E
s O LZENEIE DT o ZTIREBY R 7 %ﬂé‘%@%*@’é& D, A A~—=T—¢L
THEASNTWET, 22T, REOZRNENEE L LT, REMIC ZHEESDIFET DA
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LC & LC/MS D%, % 3 5, 128-131 (2021)

HEWAEE DD D @6 RO T 7 % R U (AA) \w-3 RIiE D= A 2% % = i (EPA)
KON Rata~xy= @ (DHA) OO &I £4, IBNEERE 5 Bligh-Dyer 4
ko THREZMH L, A% Vv AL > THRONEENIRA F V%2 GC TERT L)
ENREE L THWONET, ZOFEIFTERRE I ZEAEET 2 NERPEOIENEEH & Hl
EXRE T DMER S D%, BV RART 07T 22 E L THIELET (K 1),
Z 2T, 2009 FFITNA A—Ty MEEHIE LT, @OERPE L mVERE LA AT 5 LC-
MS/MS T £ D HriEBISEICE T U E Lic, ALERIIARE O E ClxFARICERm L, A
eI 2 SRR 5 U Clipfl, R L T iR IR 2 e L3, — . k& {Th 3
T OWEHERIAEE 2 L CEET 5 A =a—bhix, RIS Ly — A& R L T
FI, ARBEITRERFRIA 6 43 IR S Av, MR A &3 0ekik & il LT 1/10 £ THiH 5
HNARETT, BICHITELZLR L, WIENGEZ T H CHEARHEOIERICER D D &
EZTHET (M2),

244

5.0e4 EPA
EPA DHA 0.0 10  20_ 30 40 50
AA \ Time. min
\ 1.00e5 312 DHA
0.0 1.0 2.0 e, mn3'0 4.0 5.0
7.0 8.0 9.0 10.0 11.0 12.0 13.0 14.0 min
2.0e4 e AA
X1 GC (FatHi#s : FID) & HWi=HlE » A
0.0 1.0 20 Tive, mn3'0 4.0 50
3.41
2.0e4 AA_d8
0.0 1.0 20 3.0 4.0 50

Time, min

X2 LC-MS/MSi%  (ESD & W 7= &

i P HLAEEIE L EIE

T Ay RAT 4 TN =— Rk L CHUREER DR S TWET, 2019 4F 5 H DR
FCT0 S HUL EOFUREIRL AR SN TR Y | FrEIR Ik T 2 PURERERLOEIEI1TS
BHEITHMT 5 FEN PRI ET, FUREILSR DL EMECH ORI IZER, ELISA
REDY T RRERIEIC L o THEBRRE R OPTURERLRENES TOATWET, UH
Y REEEITE OB R R 2 AT 2 —REEZ AV 2 F TERER G2 RE & L
TWET R, WERPESURC TR & OB EWE RN TR % RETHERM BN
TWET (1), 2T, VH Y REREOEFT 2T 5 FiEE LT, 2013 FI2Y 0
LT D3 AR ORFVERRIT & A 4T F U ¥ A OETLER T 2 @A ST LC-
MS/MS MWW= h 7 AV X<=7 (LLF, FURESRS) OERERBICHEFLE L, LC
MS/MS {ECHRER ML ZEET 256G, ey — T F IRfHsnES, s —Fh
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LC & LC/MS D%, % 3 5, 128-131 (2021)

RTF R, v b w7 AHRORTF R IR 57 2 @IS 26 L, o E2 bzt
IAFH= (L) T AT XK O AE I (BT 2 R) 2EERWVENBERE
B BTN 720 FF, v 7 A E AV invivo BRER CILIMIEN DT 7 4 =
T4 — %A L CHRERRL 2 E0NNME 1gG ZHEEL . RN LIRS s —
FRTF RERHLE Lz, TOREE, WIKE IgG O R 8% %2 F I IMiE F OBk K,
ERETOLFICHIAILE L (K 3), 2ozl LT 2015 Fi2iE7 ¥V A~ 7 2019
TP A 1K (antibody-drug conjugate; ADC) THDH F T AY A~ T T hH v
DONEEBR L, AR A N7 7V — %M L CHIREZR S O LC-MS/MS {EI12 & 5
TV = a T B EAERTHNET,

K1 ANHIEO R & T g o ok o
o mg/Kg 1x
ELISAi% LC-MS/MS% ﬁ I me/ke BEE
i |WEEE (pmol/mL) B— A IRENTE - T
W {EA SRR B=LRIR M
BE2E4EET—2(EEYE) BEELOUMNEN

BAREMEGHENE O EEEE
G |WESHA. BENEE T | MERE
—RAGOBRENESE | MENEREERGYLRE.

25

WERLL AL TR G RS R (day)
B EYEOLE (NEY |BARSESKRE X3 ~ v A M{E LR EE SR
B, PRI L) (ToF. QaQ#&) DIRIEHERS
4, BRI

RAERER & L THUAR, ADC, BIZI3A U TR EOBFENER T, Thbd -5
5 FAL BT FR 22FAEDBAFEIZ Lo T, — HRTE TIENEE & Sh TO7ZRATLELR 77
MRATEEL 72 | LC X° LC-MS ORI IER L TWET, x, BT 28eEs VT

(ZxF UL AEARCRR & B, R 2 2 I ITA I LR 72 TR < ETE S TN
726 E DHFERRBAN RS 2 < LR, EDBIITIR LSRR\ EE X £3, LC W5tk
KRBOKEHTO TR ZHE ZTHE P L5 % b HEMNERE 2T 2 EmIcE T
TELVWERWET, SBEBEIZTHELIBEOVELET,

<PEEWE> P J& (Amane SAKURAI)

-+ 2004 4F UK S A

- 2004 . HRASHR LV —F v F—HA
B N AT 4 IR E

ST &R - LC /o LB, LC/MS b+ B

+ Email : amane.sakurai.d5@trc.toray
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LC & LC/MS oHIE, % 345, 132-133 (2021)

[PREEARE]

E2ARLCE I n R U — XXV (HEE : FF#F )

WOTHHIZ 1 DT O ViA 2 A, s EFEB LT A~Z D 26 SLFITAD L
T ZONEICET CHE L SEEIMTL & 9 CBRA TidimA#n o T, kD
BT O, IEffE 2B F, 2412 T4 4 | LC/MS 4T 0B RABR
g g (LCWFFEaiks. 2021) 22 LE3, OFEF, @K4. OLC ZE A
SRR L@ 2 EWHTLO L, A—/1T 2022 4F 2 H 28 HIZIZ RS F EUy,
IEfR &8 E 1T LC BA— A=V NI AGESR 4 5 (2022 5 6 AFIT TIE)
THERELETN, BRI 202244 3 AFIZBED LET,

g : CWP 4% (E-mail : nakamura@jsac.or.jp)

1 19|21 | 24 2 | 26 | 28 | 30
3| B|C | D 4 | P Q| X
20 | M 6 | Y | A

)/ 22 8 9

R 10 25 | E

11,20 L | W 12 | 27 S
13| Z 14| J | K T
15 23 16| G |29 | H
17/ 1 | N|O 18| V| F | U
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LC & LC/MS oAHIE, % 3%, 132-133 (2021)

daDh X

1 HEMGFOE, 2 tofu DTEGFE, 3 72XV, 4 HEHE. 5 B-o7-0VH~720
T 5, 6 M) - [LEL - FRARICEE S (LM, 7 1Y COREOAEIES | 8 K.

9 A XV T7OREHEEN, 10 aHRATROF R, 11 < & - FHANZ L,

12 AffLTanimElie ooz Hii4, 13 BioH, 14 #HAH, 15 V3%
Bl ik, EBARDTAE, 16 peaceful, 17 earth. 18 iERETFNH HHT4,

2T DHX

1 TEEOTHBENKZ DA, 2MLB T HR ¥ — b —(ZfIHH H AN, 8 stop.
19 #2Xx 2BV, 20 = UROSAFE, 21 FEORENR, 22 E4—, 23 2250
SRR 24 T 1015, 25 €, 26 HESCHI—, SR ER—720 L, 27 B
AT T 0 E LS 0, 28 FARY . 29 Hir, 30 ELTH &
1.
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LC & LC/MS oHIE, % 375, 134-136 (2021)

FH1IELCREZ n AU — RV (FFEEESE 2 5OHBHEE)

IEfE L MEEDRE (B, LC 28 HP (T 9/26 B#%)

FRRoORIZ, THh~Z ] [ZkieT 5 r—~5%L, [VANDEEMTER] &720 &%
T, FEREBAR Y R S L BRI EE ORfR A2 KT, van Deemter M, van
Deemter 7' &2 v k. van Deemter D1 —7 72 U CEHEXL AT o X ORFEH T,
HIH (20214 8 A 31 H) EITISHEEE EM I FRRDF T, TEBITEND
BN ORTALER & 2EE T (PR RS, BT L2ERTREI 4L, 2020) 1 A2
HLE LR, WIRE IMEE B (B TS, FHER IR XD
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LC & LC/MS oHIE, % 375, 134-136 (2021)

FBIELCE# I n RU— KXV (HEE : PR ¥, BEE 2 BER)

ROFFEIZ1I DT or—~F2 A, H~Z D 10 LFITADLLF% ZOJEIZ
BIPCTHRDEEIIMTL X O, EMELHRD E, 3 41T TEKITELS &
dn AT ORTALER & 2R (B FI L3, 2020) 22 L ES, OFfr. QK
4, OLC B AZBE T LOFE X A HFO |, A—/1T 2021 4 8 A 31 HiZ
[ZTIN5E TV, IEff & B FIIARGESR 3 5 (2021 4F 12 ARIT TE) THEK
LET2, BEMT 2021 49 AFicktd LET,

gt CWP 1% (E-mail : nakamura@jsac.or.jp)

1 |17 18|20 | 22 | 24 26 | 27

135


mailto:nakamura@jsac.or.jp

LC & LC/MS DHIE, % 3%, 134-136 (2021)

DB X

1 HPLC 7B #E, 2 hell OxfFEiE, 3 4 Z U TIRED)IDO4HT, 4 =i,
5 ixilr Db DIIR, 6 MR EDHAL, 7 AH(LEW O HPLC IZIERTROM H
. 8 EReX Ui 9 A3z ofte, 10 XM FALMEORBEMR, 11 KEO
=7 TV R, 12 /E5%IE, 18 Ny v U A 14 FFREFHENER A v&—
. 15 B A—/LHEE. 16 twice a week ODEHH A 5,

2T DHX

1 R, 5 L. 17 < LA THIREAE, 18 HIE, 19 7K. 20 # L, f#
BREOERENE D, 21 FftxlEolz & S5, 22thatis, 23 Pyramus & HHE
DYt 24 TRIU—IN, 25 ¥ T Y —EXIKE), 26 an —— speech,
27 BEEOL LR S, 28 &R DAL
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LC & LC/MS DI, % 3 5. 137-138 (2021)

[LC & LC/MS »%rE] ( 'Wisdom for LC and LC/MS| ) ¥FEHE

. () BRI TS - ik v~ N 7T 7 ¢ —iFEARHR S (LC ) 2%
T4 =727 78 ABF Vv —T/v GBHEHER) T, LC, LC/MS s\ 3B Fik
BT 2ALPLNAZRRE LET, Al #ich o ifMIT. BEE2EET LIV v v
N EBTRAFE LNy VKBS NET R, fiivd 28 (E&ELREIE) I2LDF
BERDUEPAY £, HEIFFEMIT 20 KFLHERETF) BITLE T2, PuBICERI IR
FH. FHEFETER ST TETT,

BREEZBEETLIVY L

HRAMERRHCE WL T O Y v UV DFRICT, FTLWHRAZ G, BHo, HRE iR e
LTHRETILEERE, U — T MCREEROBDIZIRY 3 (I Yy 2T Ad Vo
A1 K& 147 40 3CF, 36 TSR E L 72D e KIFRRACED

< BT (AR UG NS E S A B STy MAIE « BRMESFE Y . Ao, lfEE S
FHEIWITHERE G D, 15 #0)

s J—bF (NERBAHTHL, FILWHMREZHRET D 6D, 1040 .

CBINRRSC. S UAY (HIXE ) O ICESEE W RSCT, AR R
WA S b O, 1080

B (EONICHRETRENE LG T BICHEMZRET 2 FRHRDS, 680

BREZEE LRV YL

- AT CGEF OWF R3S 2 SR REIR L7230, 20 #0)

- fEE (EERAEE . BT, FIESOEBSOTISHICOWTOE S AERHL, 10 )

V=X [RBGTTOBFEE Y] GBOEO T, oWriES 2 BREITAER,
10 #%)

- FEY 7R (FE - ATEUR EOBEOH LWFE - BN 25, 6 K0

c BRBIZES (FERRBRE I X DEG - NEFL 6480

- /E (BRI TRECE R, 610

- FAE=ERN (LCEBMESEN S ORI F, 6 £0)

- 2BEm (LC BE A= B D O ii#E, 6 £0)

- F=R - FREFRN LCHEBMEAZE - HiT&EHE. 450

- BIEEIRRE (/AT — RSV | 2 KRLE)

LCBHEEILVF— Y
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LC & LC/MS DI, % 3 5. 137-138 (2021)

[LC & LC/MS D& HBEHE

REEZELIT. LCAROMAZEXITILC BHEZEDOFETH 5 F,
BRREARRICIE, TEOBRIRA—F (ppt) ZiEfT L. SEFHZHET 5,

3.&ﬁ*i(ﬁﬁ%ﬁ<) iE. EE (BAHE 400 FRE CTHZE, TEE 200 RERERE X

£E) #ALORNIEEL. EEDO FIZ 1722 THF—U—F EXEFDOLAIT
Keywords) # 3~5 1t I 20 CRYl-> Cit#i1 2,
BeREEfRIL, AAGETEE, ToBRX EHEOFI ] IS5,

5. JFFRIZ e E R B R%EICY — RICTE T A —/L (nakamura@jsac.or.jp) ~D¥s

@

—

HT%H#%?&L WEZERBEDOHEZMH LT 5,

JRFROTEIE, MEZBESDRIET D, mEEZESIL, FhIZ OMOIMBMEIE AT

WV, BWEEFEICEN R ERT D FER KD,

JFRDIEIER EDHIC, WEZERDOFERZRAMINZEGAE, 1 2ALNIC

ﬁ%éﬁx KETHEEL, SRNEVENTZHAITH LOERE L TR,
FEICHBH SN RS I HOW T OFEEREX, LCRICTET 5,

[LC & LC/MS 0o&E] HFBOFB| X

HARGEIT MS B8, 95807-1% Century TAI L, 74> b X (FS) (FFAIE L
<t 105 L35,

FE (EFASCF, FS:14) | K4 (GRFRSCT:, FS:12) | Fi@ (FS: 10.5) (Xfw
b HAFEE WEECTRIEL L, i CHEE (FS:10.5) . AL (FS:10.5) DJHEIZHAL
BT 5,

3. fsizix Tagees (Lo ) 1L mTE Thr~E Ry () 1 BERTS,
4. MFRITRA2BLESEHT, ACHICRET D,
5. AXHOFHCEICITE AT v a0 HFZ T CEMfEE L, Z02TE

REIZEZIEICEIES D,

EBREAR S WALz L, 7 a~ 7T 74— LC/IMS M OBEMES % 778

DHFEIZ DN T JIS ITHEHLT 5,

JFRAREIC, < $EFRE >25flid 2, WECEItERE2E505 (BT
Sfr LBk LO/MS ofr B, L, BiGTE. OO OB FHi EP%"F)
FEHEROBEGE (17—, 810 307, it TITERE) < BERIE >ICE

T 5,

&%%:Eﬁﬁ“F(ﬂO’%%%@%ﬁkb e & 3kl TLC & LC/MS D%
E WEZBES%, V— KR (5 MBLIN) TE T A—/L (nakamura@jsac.or.jp)
WZIRfA 5,

10. ZOMUZHOWTiE, bS] s50&GO [HEaDF5lE | ([CHEILT 5,
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2021 (20215381 B~202252A28H) LCHAERBRKALEEHL T —

Month Date Event
(2R) 2A18(R) 20 I SEELC/MSHrE—BRER-> TE4ELC/MSo+ — B AR E) GRE23MA) A—LEHS
3R 202 | £ECERIZOR M 571 — i EEESE (WY:8AXA)
202 | FLCHPEEATHBEERE (#t1:8AXKA)
20225 /KO- 571 BHhEBELE (WY:9A%A)
3A258 (&) $£357EHE (A—AFAF—BE B) SHFHRENLDICE->THELVLC,LC/MSHERE0H
4R 4RA22H8 (K) $£358E01& (A—A+MH —FEBE) UHPLCOLT~E#YISA. SR BEER
5AH 5H278 (K) $359EPIE (A—HFAHF—180 H) EFv FEW! LCRULC/MSAHMHEADFEIOWT
6A 6H248 (K) $£360E61& (A—AFAHY— hitfotf) LCRULC/MSICEIFZ9HAYY FRAR~NDE L
6A 158 (X) BFVr—FILTLCLLC/MSO i) 25 RT
7R 7R218 (K) £36 | EflE (A—AFTAY— i ¥) BEKEEEYDOPHERIG
8A 8H2H(R) 201 6 FELC/MSH = BadBR~> ME4BILC/MSH i+ ZERABRAZEE ) GRE 24 E) X—LEHRE
9R 22 (K)-24 (&) |BXRZHEELETOFEE (WP KAE)
$£362E051& (A—A+4Y— i %) LCHEBRREES (FLHD)
KBEBIIEFS707 M 574—HrBEHOER (EBIEMW) OB AR
9A28A (K) %363EHIE (A—ATAY— {FikiE) H¥HBIOZ 57— DEBL IR BIHEE
10A 10A 128 (K) (BADLER -2HE)
108198 (K) (BARHLES - 2HE)
108218 (K) $£364E0IE (A—A+A4H—:F@AF) LC, LC/MS IS 2 SLEBLEIRDIY
1A I1A168 (K) (BADHLER-RBE)
118178 (K) £365E0E (A—ATAY— i8R L) ODSKIDERILEEA
250 (K) 268 (£) [LC- & LC/MS-DAYs 202 | (#ZEA:KIFHEL FR/N—IREH) BEFL
1 1A308 (X) (BARHLES - 2HE)
128 12A3A8 (&) LCOR
12RA5A (A) 202 | EPOTYE#EBRY
12A 148 (K)  |$366EHI& (A—AFA4H—:RiLififn) HPLC-UHPLCOER FREEM, 77V r—variy
12A158 (K)  [EFVv—FILLCLLC/MSD4nE ) £3SHIT
2022%
A 1A 148 (£) |48~ (RR%)E - ARBXILLEE)
1H208 (K) 148~ CRE#SR)IE - AR BXLEEE)
1A218 (&) £36TERIE (A—AFAY—BHER) BSridivy HPLCLC/MSHHDRHEIL - TYINED Fi%
1A248 (R) | 4B~ CGREZLE - r UH)
278 (X) 288 (&) [$27ELC & LC/MS 77/75% (##A 9l #) ZoomyzEF—
2R 2A 18 (X) 20 | 4 FELCOM T AERRBR > "HESELCH T MRABRMHE ) GBH25MB) X—ILEH®
2A 18 () |48~ (RAHIE - L UH)
2A 118 (&) | 0B§~ (RR#AE - L VH)
2RI 1B (&) |48~ (RAHIE - L UH)
2R 178 (K) $368EPIE (A—HFAH — HiPEA) UHPLC.HPLCERAW:ER FHMDRAIRE
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[SI]

[KE]

[ MO ]

[ MT ]

[HN]

[HM ]

m ' R

1%1_[;

EREOBEICEY, S FELF @RI T T2 EN MR EL, KFD
RO BRI OE HREEITRD F9 86, R L ET,

Al IO THFOER AV . FfEa i LT 72 b omEFE
NEIZAE->TIE-oE L TWET, BIETIEH T,

A6 14, W5 3 SaBRmIT T 2FEN Rk TiEL < BEVWE
T, BROBTEIC W) NS o T ERICEGHE L ET,
FHEEEOIRNICLY SHAORELBMFICKZELL, £
< OIEREZERRICRIE L TCOET T, HEEEZ BV L ET,
ARFEFRATIZN 2 I CHIREFHIEEDNRE, BIEE LR O 0 HNE
IZ L7V 4 BT3B, 68 12 [FIFEITIHE THHEHZ 5,
aua o, Flaodr T4 UL EELL, REEZE I
Lo TAGEEMRITICHR Y A TEB Y £7°,

m £ T B =
mEEAR A CRCELRERS)
miEEE ORI OR Y — kU th)
TEA R ] (R TR T)
iR+ (RpEIRERITRENE AR RRARAT A FET)
(URESEE| ARV Y —F 2 —)
= EmA (RSt E Y —EX)

LC & LC/MS DOsniE 2021 5 2 5 (EEE 3 5)

2021 4 12 A 15 A 34T (©2021, HEWEE. - findl itk
mESEE Fikf 7 (E-mail : nakamura@jsac.or.jp)
FATHT T141—0031 BHAEHBSLIIXPE B H 1—26—2
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