JZAE TR AR T AR BN 2 (12 b D 22 B PR HEENT 25 36)
[ 7 B R 3R O RRBRIE B TS L2 35 1 2 RS O FRIR A Z 17 F 7o AfF 9 )
SRR (BN 5 AR

B3 R L SITEEBEDL T4 bE B L2 BB oHTiEDOfEr

;%l

e Ml i (RERIERER)

WEEE AWML TIZEM T — b U » P H T O N-(tert-Butyldimethylsilyl)-N-methyltrifluoroacetamide

(MTBSTFA) (T & 2 i TRl 28R b 217, REFOEE 7V RY— K, ZAkRex—h B
FOENS DR N-7TEF LT VRV — 1 (Gly-A) | 3-AFNKRAT 4 =ar o @

(MPPA) . N-TEF N7 NAETF—F (Glu-A) ZRFEET HRIEI n~ 87T 7-2 0T NERESY
Hris (LC-MS/MS) ZBRFEDIZD DRI 21T > 7o, AKHHHZRIZT ¥ h=F UV TERZ /37 %, AXs
HA— 1V v 2% OB CREER D 2 BB L, A A AR EDOREZ R/ NRICT 5 L 5 10k
# 1L 7, Gly, Gly-A 1% 0.1-2 ng/g O#iPH T, Glu, Glu-A, MPPA (% 0.02-0.4 ng/g D& THEMR & VERK
Lice 2 A, RERE (R?) 130994 LI Lo BAFREMIEE R LT, £72, &8 FIREIE SN =10 &
FLZ Gly #8773 0.05 mg/kg, Glu $H73 0.1 mg/kg & HiH L7, AEIZIHIT 5 KED Gly OEEEIL Gly-
A L DOIFIT 20 mgkg TH Y, Glu DIEHE(EIE Glu-A 33 L OXMPPA L AR T2 mgkg Th 5, FEHE(HE
VUL DFZ Y VERE O 72 Gly 31345 5 mg/kg, Glu 361345 0.5 mg/kg & 725 X DS RKRE~FML, [A]IX
FOMTREBIOEABIREELZH N Lz, ZORE, BIUGEIL 97-108%., HMTREEIX 2-5%, =N
FBUSEE 4-9% & 720 A R T4 O BEEE (BIULER 70-120%., PHTREE 10%A00 ., ENFHBUEE 15%
A EWiTZ LT .

AW E R, SRR, PO W, KEHFOREZ Y RY— b, ARV F— b,
FSF (REER R FHTF) | e Bt — BLOENLONRBY N-TEF AT Y ¥ — k
(BERRFIFAEH, 7T AT (Gly-A) | 3-AFNKRAT f =aFa 4k
v A4h) (MPPA) | N-7EF LT LAELF—b (Glu-A)
FRINGEETHRIE I a~ N T 7207 NEE
A. BIFEEE SYHTEE (LC-MS/MS) % BIFE D723 O Ft 4T -

BAED O ORBBIMEED OO RBOMAEE 12, E7BI% LI HIEEKTRENO 7 ) H3—
BFROEBHR T ORI D=0, FHEILEE  HoFHEN LT,
ROHA=aF ) A FEEKSE RS E LT, MR

QuEChERS EH O EEERICILH S Tn b HikL B. #FREGE

A DI A IV, 2 O%ORBRBEEZ AT 5 LIt 1 AR S L OWE

RS RLERED S LC-MS/MS oM TAh A4 7 A >~ min D Gly (98.9%) . Glu (FREESGRBRA) |
LUk E B A a5 = b ©. SRR, fiET. &  MPPA (GREIEERBRH) | Gly-AlXE L7 /LA
TR 7o i R S 7 e B L IR A R A 1 O e T % B 5 FOEMBEAR AN L7z, Glu-A X7 Fa vt
T AREEE, BES— Yy S HTO N-(err- BRI L7, R IRMERIED MTBSTFA (97%) &

MTBSTFA+1%TBDMS (=95%) 1% Merck 185 %
H L7z, BEFE-CREE RS o ACN (HPLC A) .

Butyldimethylsilyl)-N-methyltrifluoroacetamide
(MTBSTFA) (Z & % fili{ Tl Ze i S 217
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MeOH (HPLC M) . Eife7T v E=v L (Fik,
97%) . FEEE (Fpfk. 99%) 1X&E L7 ¢ L LFnLit
AR AR Lo, BARAKEEHIAmEE, 7
AU TBFE, DT FEBLOPEEZSEH L, Sk
AREDTIET AV A E - 7T VNVERE, I H
FEAMEH L, BRI RGIIT A Y BEAMEH L
7
2. AMERICHEA L7dEE R L OEEA

1.5mL 9 = — 7% WATSON £ 50 mL F = —
713 VIORAMO #8450 mL F = — 7 3 007 B
1% KUBOTA 18 (Model 2410) #i & 5 #1324k
. 1.5mL F = — 7 Hiz 04 BB IE eppendorf #1:4d
(MiniSpin) ZAEH L7z, FERIAET U7 [EE 0 —
FU DT RTTA AT 4 A = 2D
SPE-Presh % v 7z, 85 SEDERIC TINS5
EAH A4 — kU Pi% SPE-Flash Bl % iV 72,
3. RIER L OB EHE O R

Gly., Gly-A, Glu, Glu-A, MPPA DFEHEJF K
iE. HEMAR2mg % 10% 7+ =k U/ (ACN) /K
Vi 2 mL ST L, AofSIREEAY 1000 mg/L & 72 %
K OICTAB U7z, RS L 7= AR UENR 2 FH TS hnE]
IGRER A & LT, Gly 28 50 mg/L. Glu %8 5mg/L &
725 & 912 10%ACN /KEEHRIZ TR AR ENR 4 5 3
L7z, E7o. SMmat SRR & LT, Gly $1 50
ng/L. Glu# 5ug/l & 722 X 5 ICIRAFEYETR 2 R 5
L. FHRT =T AL 154mg & A X ) —)b
(MeOH) 1LIZIEML T, 02 mM FEiET > E=7
L-MeOH Zdifd U7z, #FER(LiA3EIX MTBSTFA
0.1mL & ACN09mL #{E& L. 10%MTBSTFA-
ACN FEHERR A L7z,
4. WEIEE R L OV LC-MS/MS Feii 51
HEEDODHNTKIE s v~ N T 720 F
LEESHTRE (LC-MS/MS) ZfEH L7-, Kik7 v
~ N7 73 EEEEFT LD LC-30AD DR T L
SIL30AC DA — "> 7T —%MHL, ¥ T A
BN RN EEEERT R O LCMS-8060 2] L
7=o M H 7 H121E GL Sciences InertSustain C18
(150 mm>2.1 mm i.d.,3 um) ZfEH L7z, 77 AR
FEIX 30°CICRRE L, 7 vy —F—WNiT 4°Cic
E LT, BEMEICIE 02 mM FEfRT B =17 A-
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MeOH % {i# 0.2 mL/min T L, 6 pRIOT A
77T 4 VR X o TREWE O IyBE L ST &2 AT
o572y MSODOA A MbE—RiFZ L7 hr AT L—
A4 (ESD) fLIEORST 4 TA A ET—RT
Multiple reaction monitoring (MRM) % N Tor 4
L7,

5. FRBHH O fomE S

B L2 KR TRE 1g 2 50mLAY 7 v
LV UmiEICE L, SmL OBRMKEMNAZ, 57
MR E 95 Lz, EDH% 50%ACN KIE#K % 5 mL
X CEEI0mL & L, #RE 5%, 1930xg TS5 77fH

wmLOBEE T o7z, B 04mL & ACN 0.6 mL %
BA L. 5SEE%. 1930xg T 5 oy Lok s

ITWBRZ 37 Lz, 11K 0.025mL & 10%ACN 7K
WiR 0.975 mL ZiRG L, #UBHlHIR & L7z,
6. PUEMSHRL, HEUER IS K OVE M S AR L i Ak 1
B — U v P Presh-AXs (55 4 &7 X V)
ZHW, 10%ACN KK 0.l mL T2 7 43
=7 LT RICEEHE R 2 0.05 mL BAfF L7z,
0.02%[E/RAE K VAR 0.1 mL TP, ACNO.1 mL T
BEHHFOKREZIY RE . BKZITo72, BAKE,
10%MTBSTFA-ACNO.1 mL (2 & - CEHHF T
BAEEITV, FHIZ ACNO4 mL ZIRM U723 A 7
N RV T Y 7 A% 10 BT o 74212 LC-
MS/MS 2 THMT EAT > 7o, HRUER DOFERIIZ D
WCIERREHB R DAL L ARk D ik Z i L CTA
i, 10%ACN KIFRIZ X DB, Bk, #HEmL
BLOBHEITV, LC-MS/MS IZCTHotT & T- 72,
7. HERHLER

Microsoft Office and Business 2016 @ Excel % f\>
T2REFEDOEIE t RE, 3 BEMLL LD LRI tukey
BREIZ L > TR AT o 72, £72, Rtk Y 7
R % O T S PRI AR BRI O B B B T2
DHTREEE 6 KL OV N BURS B2 13— Jo L i 40 B0 AT I
FVEM L,

C. BHFRER
1. EFFERILIC XL 5 LC-MS/MS it D fcift
1-1. BEFAFEEARALEOR & MS Sk DS



SMFHRATE R 2 F\ C, MTBSTFA ZK(C
Lo CTHEFHERILEITV, Gly 5 ng/L BL O
Glu #8 0.5 pg/L IZFR#E L. MRM St {217
ST, ARFGETHWZ Y U ABRIGIE 7 A FIFRA-IC
OH M FOFRRNBEEL | 5 BN T RAZ#E T,
fE£1Z tert-Butyldimethylsilane (TBDMS) 73 (& #i9
LIS THD (Scheme 1) , KAWL TIL, fBBA 4
RHEFA T — BV DICRER R E R ST
%Iz, BARZITY, FEMMERATERRZET 2 & T
BEAHE SR 4T D 2 & & Lz, B b sE-%
EERE 77— P27 va ik, =L b
aAFL—A A4k (ES) (5 TMSIZEAL, A
¥y rE®E—RNEe7ad s " AU AF Y E—RT
ITEAT O Z LIk o T FHEML LR DA
A AGM OREEZ T o7, ESIIEDORYT «
T RHT 4 T A F T — R THB AT 1255,
TRCOEHERICBNTCRYS T 4 T A A ET—FT
EWRE 21572, ZO%, FEMCARERD Y 7
—HAFy, TaF s v A v, BEEOKELE
177 (Tablel) .

9 "ﬂo
P UN_NEH
(\)\ ; o I HO' Gy o
P .\l\)k + 5 S Jsi—&
AN N - R X I
HO™ | OH FL ) 2N r
- ¥
Gly MTBSTFA P J
0 [¢] [
TR | ; P N reows
— ”0/1"\/.\1 0/5|7< » TBOMS. P o—TBD!
0,
o TBDMS

\/7
R Si

I'BDMS

Scheme 1 Gly & MTBSTFA & O
Table | MTBSTFA & & AEHERK D MRM transition
MW MRM transition Q1 Pre Bias CE Q3 Pre Bias
Analytes*! SR )
(%) Q1>Q3 *? ) (v) )
Gly- . 5125311 20 25 -15
3TBDMS 5125295 26 32 -14
Gly-A- s 554>311 20 -30 12
3TBDMS 554>352 28 25 28
Glu- 410>195 25 35 21
409
2TBDMS 410>179 22 32 21
Glu-A- i1 452>195 -14 42 21
2TBDMS 4525250 24 32 27
MPPA- 51 382249 -14 21 27
2TBDMS 382>151 -18 34 -30

1-2. BEHORBG
U IABBUSHE DAL R Z R =42 &
DEEINTWS, ZOd, BERICEECKE A
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N5 Z L IR O TR EIT 5 LERH 5
EEZ T, RMFTHR AR 2 AT BB
ELTEITEH SIS MeOH 35 L TN ACN &R L
TEREDZENZEN O — 7 EFEED B R LU E
EEIHL, R EITo72, TORS. ACN I3
MeOH (2T Gly, Gly-A, K UMPPA (28T
ARIRENE Mo Ten, EH 6 BRFEN BAFTR
Mmol, ZOMREREZ T, AU ALERESE
DIZOIIHERT o E=0 LEBEMICINNT 2 2 &
BEZT, BHiET »F =7 LT ACN (T 720z
H MeOH (22 L, EEfET »&=17 A MeOH D%
R CREE, RS, IR IC DWW CRBROFFE AR
{EAR R A IO CRRa Lo, EOREE. BT v
T AEFRINT S Z LT Glu HOEED ACN (2
texTHEICHmEL, SHICHEbM ELE, £
7o TRINVEEEIT 0.2 mM OBR I @ 2R L7z, ik
FERFE L BENLE L 02 mM Bl 7 =7
A-MeOH Z BB O fciti St & L7z,

1-3. IREOME

Bt & U728 O MeOH 134+ @ OH iz
KO RAITHEEM R ER 2 S5 & B2 )
fif 2o L T S FNTIREE RS R R A Tl A B
HZ b Uiz, ZTOREE, BER L UOREENLZE L
7ok 0.2 mL/ % fei S & L=,

1-4. LC 77 LD

AR DRSS RIED & AR~ & 21k
T %, Ffl L7 BEITE 2 Rk E S 20
100%?D MeOH ThH 25 Z Enb, REEIOEmND Z
LAPMETHD BT, TOTD, REHEN
23% T3 % GL Sciences . Inertsil ODS-HL (150
mmx2.1 mmi.d., 3 um) & InertSustein C18 (150
mmx2.1 mm i.d., 3 pm) HWTEE, HER LU
B o el 217 o 720 T OFEHE, HL 4 7 A
1% Gly-A PHRICEWVEEZ R L, CI8 I 7 Al
Glu DA EIZEVEEZ R LTz, FEIZOW TR
W7 T 5 EBICRBIFRRERE R UTIZA, CI8 U T A
RPN E S BEIHIC L 2 b Iz bhd =
LRI DR L BIFCho7Z L6 CI8
ThERELC I T Lk LT,



1-5. BT LA —T BI04 — N7 T —RE
Dt

U ARSI S12 X o CROBPEC RS N A
92, 90CHEDERSM TS S TS &, OH 2D
iz Gly X° Glu I\ZAFET D5 Lk T I 08 2 kT
UMV I LT D ERMBN TN D, AHFRET
X, BEFMOEMFCHSEED72D, 7 I~
DYV IR Z Bl Bz BRECHEEICBE L
THT LA —T o4 — 77— 0l ER %
1Tol7e HT LA —T L DIREZ 40CITHEL., 4
— MU T T —DREE 4°CL 20°CICFEE L= 5&AF
THERFZ21To70, TOFMEER, 4CHEITBNT
Gly-A B L OMPPA ICBWTAHEIZEVREZ R L
ERELL BRFENMEWERTHoTe, ZHIEH 7
LA —T ORENE N & T, BEEO MeOH &
FHERAL B DMK Sy R B DMIEE RS EE DMK R L7z
EHERIL72, 22T, BT LA—T U DIREE 30T
WCREL, A= 7 T7—DREZ 4CRB LV
20CICRE Lo et CRREt 21T o 72, T OFER.,
F— 7T —REE 4°C DI Gly, Gly-A, Glu 33
L O'MPPA IZB W THEICHEWEEZ R L, 200K
FEDIFIE Glu-A 2B W THEISEVERE 2R Lz,
FERBECBWTIELL L BIFRERE R LT,
ZDZENG, RELEENRIER T DA —T
30C, A— bV 77 —4CHERESME LT,

2 EPE SR & R EE D RS S 0 AL
2-1. BRI DR

SV IABRIRIE T A FEOEHILIZ K > TRIGHES
FEENECT D, A BICATFVEN 3 OREA LT
Trimethylsilyl (TMS) L2356 5OG L3 <, 50
H LT, SEATHFRIZ VT TMS {RAE fh
TBDMS L&D MS A7 ML G LTz & 2
7. TBDMS LAZHEG D MS A2 kLD EFE DN
WERZ R LTS, RICARBIZE T TMS {bik3E %
MWieGmaic, 3 Cllsfb LB EiH O MeOH
WX o THfET 2 EHERI L7, 27, MK fE
~OREMES BRI A TE T COSUSHEE &
V TBDMS b3 % H i, SEATAFZEIC VT
TBDMCS & i J5(C & % SOSIS & » THERLAOE
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DI S, ROSYEE ED D720, GC-MS 534S
B TIX MTBSTFA (2 1%TBDMCS 2314 - 723k
FaMWDoERZ < RESTnD, £2T,
MTBSTFA {3 & 1%TBDMCS+MTBSTFA 3|2 X
2 RSP N O W TR 21T o 72, Z O
B, B 5 ORIEEME o CHIREICHERIIT AR
TH 7208, 1%TBDMCS BIRM I TV A EEZE
WT Gly BEGlu gL, BEN R+ 7o
7o ZHAUE, BEMRCRICERT DA A B
A FEBMENE WS, RS U CHER%
B E RO Lzt L TWnWbd B 2T, DT
. MTBSTFA i3 & fcii i B bR & LT,
222, FHERMGRIEOEH L — R Y v PR TORG
IRpf] & ARSI D et

MTBSTFA (2 J % EHFAFE E AL T IEITHRE ST
WRWZ END | BT COSUSRER], A BRUALESS
B % ORMRRIC L 2 ZEEEZRFI Lz, 130D
(2, M — N Y R TR R IR AR D
BB IR T DR & 5 o3 it L 7o R i3 o 1
REE Lz, ZORE, BEHT— R v UHIcfk
Fr LTV OIS, & 3B SRR T NI I SO T 5
LB LT, WikAm R OB T THRIET S &
P LRI S L ORI R T 2 AlREME 2 b o 72
7. FHER R AN R, REICEET5 2 L
BRI E LT, RISHEEIRMERICHIRT 5%
% MeOH 3 £ OV ACN & L CREMD et %
1ToTz, FBRIARE L L CHlk L7- MeOH (37538 (K
L THLRET 2EITIET L, FHEARLE 90 5
T O T Gly BEONGly-A IZB W T, K&
PR T AR Sz, 3k LT ACN I3F5 8K
ELTHH 90 B L CHEETH Y, £7- 24 B
R L CH R&E KEIXK T LiehhoTz, Z o8k
RS O 21T 0 BaIcid, BRI ACN
riESEE LTz,

2-3. PHEMCERIRRE O R

AR B SRS I T 5 L B
Z. EHBPBEOFEMLRIERE L 1. 10,
50%MTBSTFA-ACN ¥AIRIZHREL LT, J&JE &R
DIFFTEAT > T2, METORER, TXTOFLER/IR
FREMTAEZRIIZRL, BEICO VW THRERE



ITR.BNR 0 o7, 1%MTBSTFA IA{&IE Gly <° Glu
PHDOFEIZEEARTAT YRR RENT LR
50%MTBSTA &R O Glu I TM OB R THE
WS Gly ZHOBEE MR T2 8, fOREZ b~ TR
CRERE DR LA 72 10% 1A % Fci & LT,

2-4,  [EFFHEARIC X DE b & mEE L

TEN D FAEARAYE T 0 IR AT B IR P R0 B
. WEBREFETH D, WEMSRMEOIEkELE L
T. FMOC-Cl, A /v Ml b Y A F )L 3,6-
dimethoxy-9-phenyl-9H-carbazole- 1-sulfonyl chloride
(DPCS-Cl) 4% < OFFHMALRIEIT X 50k
DRFEIN TS, Ll RIGHEED VSR
ZIEREE b RWZ ERFEE S RLTWD, F
77 AV NEERE R U A FUIC X B ERERL TIREIE
FLRE CRIE 2 BR < 2 & DIEBRR BRI 2 L T
Wb, £ IZT. AWZEOEMEFEMRIIC X > TG
R EE P SUGIF R O ELBGRI 21T - 72, £ OfER, &
WFFEC O BARFEEARLIEIC K > TROGRR 3R
FOSIREEIXER (25°C) TITx 722 &ovn . RoHT
EIFERIEL D EETRETH L Z &P LN E
Roln, XDHIT, MEEEMANL LI bAoOIEFHE
PRIk & B E LIRS KD EDEE S ng/L
RAFERIIERERIC L VM E To72 & 2 A, P
FHER(LIE & T Gly : 3208 £, Gly-A : 308
f%. Glu: 3%, Glu-A : 75 %, MPPA : 23 5% D
JE BN RS2 2%, MTBSTFA OFFEK(EIZ X
o> CEEE LA ATREIC LTz,

3. ROEORFHLE O feiEfl,
3-1. fhHSAFORE
KREDRERIHF 3B, RAK . IRET
K8SEEEDD, TOPTH X L7 HIFHK 40%
D, EOZLDKENEERTZ b, HUXE
BWEIZIRIEEL, ~ U v 7 A& LTA A AbE
AEITZENBZOND, £Z T, ACNITLD
B s Xy BRI T, XD, BT 1 g
IRAE YA DR A Gly, Gly-A:S pg/g. Glu,
Glu-A, MPPA: 0.5 ng/g £ 725 LD IZiRML, =i
T30 piRiB Sz, 0%, K 10mL &0
Z. BE S, BODEE (1920Xg) 2% 57T &1
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ATV L7z, KR 0.5 mL & ACNO.5 mL (2
TERZ T BT 0Tz, BRE /3T 1% DR % AR
L, AXs Ef#Z—FY v Iz L, FER a7
92 L THINE ( EMRIRIE-RIET Z v 7 I
ML) X100 (%) ) BIODHTREEE (BRI
w72/ [E R X100 (%) ) AR Lz, EOfk
B ZUVERYP— P BILOT VAR R— hDEITEN
120% %2, VAT R— MTOWTIIREE S
TR oo, 2D ENE . BRE R TNFENREN
EEZL BRA XD ACN % 0.8 mL, Mtk %
02mL IZEH L, FHEOFERTIEC X - TH
IR EPHTEEZHH Lz, TOfEE, Gly O[EIL
RN A0%FETETFLTLEN, BRE VX7 EED
ACN EDNMEITH D LB X2, £ T, AKiittix
2 BeBEITor i, 1 BRREH I3EMIK SmL, 2 B HIT
50%ACN KEFIE 5 mL 12 TR L8 RE DR v
NI EAT T, D%, ik 0.4 mL & ACN 0.6
mL (2K DBRY LT BTV, [AEROFFER(LE
ICK o TRIGR ERGE LTI Lz, TORER, 3
TOXNBEHEIZITBNT 70-120% UL E D B AT 72 78
[ Z R L7223, i 2 TR L EIEN 120% %
R TV D RIELOHITREEL B 10% 0TV VR R 2 7R
Lice ZDOZEMB R LRI BUIMIA A AT
BrhHzx 5~ M) v 7 APFEE L, BRSO E %
KFT5 LB 2, BRIC K > TR REILE & E
DOFEHZHE LT,
3-2. BA A ZHER D — B Y v P ORE
B GBI L P E O KB FIZ BN T, U R
RNV ARF N A F UL 72 BB A FEO, Z
DZEIND, A F o ZHEFE T — Y > DIk
FFSE2 2 ENFRELE B2 oM, T 2 ERRIEIC
Lo THRFFOBRE O~ R U v 7 AONER ) S 3 e 7p
HI-OEMI— R v PORPBMLETH B & AR
Uiz, ETo. A A v 2B R AT 2 THOKMEE
REILRORG A A R BE R A R A CRFOEFE 7 — b
Vo DIXHASGE OMWE E REFD O EALD ]
RN D D EB X, A A B RER D A THEAL
SNDHEMEH— RV v O THERILES % H
WCRE 3 KOS E O LR 21T - 7o, Feleat
AT BRI — U v I U A VEIRICT 2



J 7a vk ((CHCH,CHNHy) %56 S87=
NH[EMA— RV v PR Y ~—HRIZ4HET I
(-N(CH3);") ZHEASEAXsEMAI— Y v
D2FHTH D, MAORE., T XTONEWHEIC
BT AXs 2 L7253 NHo (R IZ bR CF
BloEEERL, BEbLREL Lo, ZOBGT
A OB B Bt RS #Mﬂmﬁﬁﬁ?_%m
LictBbhiz, AXs B — Y v P OERE
EOERIINH2 EFEL— Y v PHOFERREDE
FED AT A MEREN T DHE X SR E 35 <
L, FHEMMETE L EXZ, 20D, VY
ATNARDEE A — NV v a2 2 & i3kt
. RE LRENRICBI Th oo AR ) ~— KD
AXsEI— M) vV EFEHTHZ & L LT,
3-3. BUKMERFRIEM S — B Y » DIZ X DR RO
et

KREWMHEZEO~ N » 7 2%, §E (Lv T
V) RREERIHEEN G ENTNDHZ L0k,
13 U OICBK MR BRI L D EIER L O E O
W Ea2R AT, 22T, BUKHEY ”*%f%ﬁa“é
CI8 [ — N U » URBIKMEF X OBKMEYE
A7/Xi<%%¢éﬂﬁ(ﬁ%:$)X?V/
VE=ANRBY) EHHT— Y Y (D) &
AXs [EHA— Y v (FED ZEREL. Bilo
C18 38 L U PBX (T ITBUKME DI E 2 AXs I21E
HAEO R E & AR FF S 5 2 212 K D EUR & O T
FEZREH L, "L~ N v 7 AE2FHER(E
WONTER I S H 22N oIz, FEMRFERECBE %
1ToBRCiE, AL TW5 C18 B LUV PBX %4}
L. [EMOFIHEBRWNEOE T — ~ U v &

EHEM b E T o7, TORE, C18-AXs (&
%)%i@HKAMT%@%ﬁilkTEW$ﬁ
KT L7z, BKE LT, Cl18 BLUPBX ~DOxfH
WEORFNE Z 6D, CI8IXV Y WX NIRRT
Z I8 A SHTAEZ Y, T XTOV I BT
MCRST D Z L3, ¥/ —nEe LTHEREL
TWBHANL, Z D7, EitZ R T 58y
BNy T ) =& DOKBREGROA T UFERITE ST
BREFT 2 L EZ T, Fio. PBXIZHOWTITE KM
WE L BRI E RS Z LI O RE B R T D &
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BT, T ) — REIIEER TR CE A 2 b
NE, ARRTD 3T 42 a =2 7BV THERRK
R DEINEAT 7203, IR TR KR IREE T H
ST T OBOUKMERFLEAE T — b U > P RS O RER
BBz,

3-4. FEFRUEEC K D AHER Sy O YRR

T OWWIRICIIKEE XY I U ThHTA T
Y (=aFum) o N NT UMM OB E &
BATND EBZ T2, T OWEITAEETIZ OH %
ZH L. TSR TOKEF CITAEMEROZ &
2O AXs [EMT— Y v IS AR T AL
NEZHBND, ZNED~ b w7 ARA A AR
EOREDR TEZEZ LTWD EE X, BRI
EEZBZT-, 22T, EMEI—RF) v OWHETRET
FERRIZ L HDBEVES 21T D 2 & & Uic, HiRRIRE %
0.02%. 0.1%IZFE L, JEREE & FEE 2 HRaS L7 id
. 0.1%DFFZ Gly XA EICE L 720 | Glu,
Glu-A 13 0.02%DFFIZHREICHE < 2o 72, GluFHD
JEEE T Gly TR TERWZ £ n | EER T2
2% BHEIT, 0.02%NEEKIAIKR & S stk & LT,
Bt L7z hhiit, RS CRINEEZFEH Lz L 2
A, EIEE, JMTRE I BAFRERE R L, &
WAL U 7o Stk T2 PRI 21T 5 Z & & LTz,

4. %%¢ﬂﬁ%%@£m
4-1.  Hustig EEIC X D EARTEO R
:mich*#\Ms%#in%%%Mﬁ%
IZOW TR ZIT o 7o, Hafb L7z H1E TRHER
{EAZHERR D BEFEARIUC K DMt A i L, E
B DR 21T > 72, Gly. Gly-A 1% 0.1-2 ug/L @
#iPH C Glu, Glu-A. MPPA % 0.02-0.4 pg/L D%
THREMRZIER L, IRERBEHR LTz, Ok
K. R=0.994 DL EOEMEEL R LIZZ LD, H
R B AT &Il L7z,
4-2. < MU v 7 ZAERORKGE
IMREFEDMEIER T A HNT, v bY v 7 2%
FEEH L, v~ ) w7 2RI 7 7 v
7 RTALER B TRIR AR YEIR 2 RN L. B B R E O
AL CHl > 72 B2 100 ZF UfECHIHL, £0



EAS 80-120%NIZINE D Z L TR TEH L aNn T
W5, LonL, ARBFZECITERERE FEHED— RY >
JIELTHEERILL TV DD, KTT T 76
HRBICESERNT 5 2 LN TE R, 42
KESERGT T 7 PRS2 813 TED
W A T AR TOFERAIERENR KRG T 7
7 BHNRE L BRI CANKR Z 5 2 LB IE
T Z ENNETHDL EHE X, £ T,
RKET T o7 s LONRGEEERIZIED b B[
A — RV v V%L CHERILL TWDT2D,
A=Y PP TORBIEHR T D LERT,
ZO7H, HHEOWIRIIRSIEERZRML, 7%
R A AT o 72 B — 7 IR E A 25 SR LR HER
B — 7 R E CTHI S 72 fHIZ 100 # LT~ MY v
2R EFH LTz, ZOREE, 93.1-104.7%|2UX &
D BAFRBIE A R L, AT D~ R Y » 7 AR
LR L TH RIFREE CTHo72Z b, Lon
D EEWEERNTE D EE R,
4-3.  IINENGERER D FE i

saE b L7e FiEEZ VT, 8RN, [BINER, KSR
BRLOEEBRFIZOWTHRF L7z, FHliTEIZDN
T, BEFBEDOH A KT N ESERABE 2
A, 1 H20MT, 3 HEICERE Lz, Kb Lih
ECHXEMEZ G £/ WKRE 7T 7 7 #]IE L
T2l ZA WBETHE—7 IR T TRIEIT+
DTHDEHW LTz, AARIZEBITHKEFO Gly D
HHEIL Gly-A L BH L T20mg/L TH Y, Glu D
HHEIL Glu-A B X U'MPPA A% LT 2mg/L T
Bb, TARTANTEBWTUIEERE S L < 3%
EDHL3 2 WM 5 LS Tnizizd, Gly
1345 5 mg/L, Glu B34 05 mg/L & 72% X 912K
AU, FREE 725 X5 I L7358k
R & O — 7 HRAE CECEA B Lz, 56
NieE—27 7= nbEIELR L, Z ORI
Z—JuBL E WO HTIE CRtRHAER L, DHMTIEE S X
OENEIUSE 2R Uiz, Zof5, |IR, §f
ITHEE S X OV N BURS BE L2 2 Y Rl T A K5
A OREM (B 70-120%, P TREEE 10%A
T, ENEBURGE 15%A0) 47z L7z (Table
2) . F7z. TE FIRMIE SN =10 LV, Gly
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0.05mg/L., Glu#80.1 mg/L & HH L=, LLED#E
BING | ARFZECRSE LI oMk o2 S M2 iR
iz,

Table 2 FANEIGRER (%, n=2X2 A X3 HIf#)

Gly Gly-A Glu Glu-A MPPA
RS mIes 97 108 99 98 99
BHTHREE 5 2 4 2 5
S5 N LR B 8.8 8.0 9.4 35 7.6
4-5. KO~ M

B L= oiriEE v, RHKE, RAMNT
K., ARG ~OWEMH 1TV, (Sl & A
WZOWTCEHMliZITH Z & & Lz, MEE LT, AH
KRS (bEEE, 7 A U BE, BT ZE, PE
PE) AT BT RE (7 AV HEE) 15
v, FBRHHAKRE (7 A Y I GM, Non-GM
B3IV TN, TAYVAFES VTN, TTUINVE
3V TN | FEHKGH (TAVS - TTUL
FEIREG) 1 o I icHonTEmEs &, E%
Tolz, ZOREE, BMAKREIBIOMLKRE TIE
S A IIRHIBARM ChH o7, L, R
KEBLIOKEH TV > 7 EIC Gly, GluB &
O Glu-A DERRERLL ETERTE, ERMEEE
7zo (Table3) ., HA K74 2B W TEEHKE
® Gly OIEHEEIL Gly-A & OFRFIT 9Img/L &ED
L TWD T, AMEEZ TR RE R LT, £
7=, AARIZBWTEEHKE O Glu (T EEHEE
DILTWRN e, BARKEOEEFELLE L 72 D iE
RERLT,

ERERND, TAU I TEEINTODHREIT
Gly 1Mt CP4EPSPS (7 & F /ALK Z AL L7swy) X
Glu it 7 2 F AR DAL 7 v REIRE A E
e 2o TBY ., 77 VLTI Gly (it CP4EPSPS
MDEMIZR S TWND T ERRBEINT, S HIT, fifl
BHHRT D Glu-A ZE & L7 iE X720, ARuF5E
DHHTEIZ BN TR E O HYEDR R S 117z,



Table 3 fEHHAKE, KN TOEREME (mg/L)

FEHE - R Gly Gly-A Glu Glu-A MPPA
GM-1 0.97 N.D. N.D. 2.00 N.D.
GM-2 1.50 N.D. N.D. 1.22 N.D.
GM-3 125 N.D. N.D. 1.91 N.D.

Non. GM-1 N.D. N.D. 0.26 N.D. N.D.

Non. GM-2 N.D. N.D. 0.29 N.D. N.D.

Non. GM-3 N.D. N.D. 0.24 N.D. N.D.

TAY A1 041 N.D. N.D. 0.31 N.D.

TAY A2 0.37 N.D. N.D. 0.57 N.D.

TAY T3 0.44 N.D. N.D. 0.85 N.D.

TAY T4 0.36 N.D. N.D. 0.58 N.D.

T AU TS N.D. N.D. N.D. N.D. N.D.

7T V-1 3.39 N.D. N.D. N.D. N.D.

P 1.05 N.D. N.D. N.D. N.D.

7TV 142 N.D. N.D. N.D. N.D.

TAYA .

e 1.73 N.D. N.D. 0.28 N.D.

7T I -H

D. B8

Gly. Glu ¥ XUz OR#HIIEEFIZ Y VB
HNKRX L EEFFOZ L bt ERd, oM
BIZ X0 SRR &2 S 2 L oA A kbR
DHESEEMENE WS TR H 5, ERIEICE
WT A EF R ARBECEME R B E R BRETH - T
MERN 7=, AW TIL, MTBSTFA % H /-
B G R LC-MSMS {EIC L > TREFD 7Y
B — b, TR TF— B IOENLRE O
HCHE T, AEEREA AW WSHTNEOBR 217
ST, AFGETIIBEFSLC 7 A, A A 1b5
5D LC-MS/MS RIFEDRRES, BrE /37 o
5y DERFEF ORTLER 2 st L, SRR I D
THRE(LZIT> 7o, Eio. madifb L7z B SR
Ea D 2 & T MK fROB1Ed M 2 h)
SEDH L LB, MERSE & @D & AR
b3 52 & CHBIMEON B, mEELETH>ZET
BERAFRICE D~ b Y v 7 AO KRR Z ATREIC
L7o, il L7z 4otE CIlRmEIGRER 21T > 72 & 2
A, FHEENNER 97-108%. DHTREEE 2-5%. N
BURSEE 4-9% % ¥ BRAFRRE R &R LT, Ay
MriE DM M2 TR LT,

BAFE L7c otriE 2 S E OB HIKRE., IR
ERIOEEARTICHERA LcL 2 A, FEHRE
IZBWTH 7 LRI Gly, Glu, Glu-A O E&1{E
EHER LTz, EEMENO, TAY D THEEINT
V% K F.1% CP4EPSPS 23 A 41TV 5 Gly ik
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X7 v FIACEERE DB A STV D Glu kD 2 #
v 7 MR EFE RS TR, 7T VLTI
CP4EPSPS A ® Gly MHER FIRIZ /2> TnDH Z &
DRBI T, 62, fFEHHKRE G Glu-A %
ER LG TRy, SEoZ Enb, Kofriko
B MO A & 7 LTz,

AROHHEITRGE, fEESEREED H D kT
by, HREEEREOT =21 v 7REMEO B
HoFHANRFIEE LIRS D, 4%ITE&H
Z i L T2 REOBARFIEIT O R E.LSN O GM 1R
ML Thutray F2R%EDGly, Gk
BENSOREYDO—FNIEEFFET DL &b
575 23 b & L ) F A R D T4 E BhfE AE
H-LC-MSMS (2 X B4 T4 VEEITH Z &%
HEL T3,

E. #m

AMFSE TIL N-(tert-Butyldimethylsilyl)-N-methyl-
trifluoroacetamid (MTBSTFA) (2 & 2 fiff CiHuE 72
BEMFEERILZITV. KEF D Gly, Gly-A KT,
Glu, Glu-A, MPPA ® LC-MS/MS % i\ 7= 5 4y
—FOWEDRR Z1T -7, £T2. ARG~
DN 2B U, ROAEITIE, fEE»EH
YOdH DML THY | EEEEROE=2Y) 7
RJFME O EE B OA AR HE L LTHIfF S
D,
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