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S11D00000

BRAFTEHR
BiA% SIID =
SAMPLEO1 00000-01 202x - xx H xx H
SAMPLE(2 00000-02 202x - xx H xx H
SAMPLEO3 00000-03 202x 4= xx H xx H
SAMPLE04 00000-04 202x 4= xx H xx H
SAMPLEO5 00000-05 202x 4= xx A xx H
SAMPLEO6 00000-06 202x 4= xx A xx H
SAMPLE(7 00000-07 202x 4= xx A xx H
SAMPLEOS 00000-08 202x = xx A xx H
SAMPLE09 00000-09 202x 4F xx  xx H
SAMPLE10 00000-10 202x 4F xx  xx H
SAMPLEI11 00000-11 202x - xx A xx H
SAMPLE12 00000-12 202x - xx A xx H
SAMPLE13 00000-13 202x 4F xx ] xx H
SAMPLE14 00000-14 202x 4 xx A xx H
SAMPLE15 00000-15 202x 4 xx A xx H
SAMPLE16 00000-16 202x 4 xx A xx H
SAMPLE17 00000-17 202x 4 xx A xx H
SAMPLE18 00000-18 202x 4 xx A xx H
SAMPLE19 00000-19 202x 4 xx A xx H
SAMPLE20 00000-20 202x 4 xx A xx H

%
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B8
WIADKSy, pH, 7 =7 IgA, JEREY) . AR, R ZHE L £9, BikoK
SRE TV ET

ik
1) K%

R ORI PR L 7ok % BRI BRI LV 80°C T 16 REMLL ERKE L7=1% .
HEME L TEONMETICEHEDEE LTRHLE L,

- EIRMEIR RS NDO-420W (Tokyo Rikakikai, Japan)

2) pH
RO pH X, —EEOFE 23 URE ITRFE L, K CTREBHZICEULEE (85°C,1547) L=
BIcEFE L, FEZHACCpHRHC XV IEL £ L=,

- pH &t LAQUAtwin B-712 (HORIBA, Japan)

3) TUEET
BIRICEENDIT VT LA LTV RBERA AV I7u~ NI 7 =LV HIEL., 15
b X VT BT EEZFEHLE L,

< FITALEE >
—TER ORI Z RERE TR L, K CIRRBZICEVLEL (85°C,157%)) LE L7z, BEkRD
FEEAR020pym DAL T L7 o VA= L, HEHREE LE L,

<HNESAF>
VAT A Dionex Integrion HPIC (Thermo Fisher Scientific, Japan)
T A IonPac (CS12A (4 mm x 250 mm) (Thermo Fisher Scientific, Japan)

« 7—RZ 72X  lonPac (CG12A (4 mm x 50 mm) (Thermo Fisher Scientific, Japan)
- TR 10.7 mmol/L H2SO4
cA—=T7URE 30 C

- FEAE 25 uL
- Rt BRILEE (7L o —FH)
- B AR 35°C
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4) TgA

IRIZE £405H & b IgA % Enzyme Linked Immunosorbent Assay (ELISA) 1512 L Y #HIE L
F L7z, HEIL. Human IgA ELISA Quantitation Kit (Bethyl Laboratories, USA)? J5 {51 HEHL
L. M7 L— ) —=F—ZX0HlELE LT,

- ELISA i3 Purified Human IgA (P80-102)
(Bethyl Laboratories) Anti-Human 1gA antibody Goat-Poly (A80-102A)
Goat anti-Human IgA Antibody HRP Conjugated (A80-102P)
«~vA27na7L—hKY—%—  Varioskan Flash (Thermo Fisher Scientific, USA)

5) TEHEY

PR OB JERFED DIRE % | I B T A 7 a~ N7 7 7 0 —EE&OHEE BEIRA
Fr'=H1Y 7 (GC-MS-SIM) CHIE LE L7z, WIEG L LI-BBED T 7=/ —/V .
p-ZV =V AT N Tz )=V ARV AT LD S WE T,

< BITALER >

R 2 B PR IRFE L. NEBIEYEY . (4-Isopropylphenol) & A U S ERRE T 2 N L T
BE LT-#I1T, 85°C T 15 /yMEVLEE L F Lie, WMEABRICHEERE 21T, EfES— R~
Yy UTTHE L, otk A REICHWE L,

<HNESA>

VAT A GC-MS (5977A, Agilent Technologies, USA)

T A DB-WAX UI+G
(60 m x 0.25 mm id, f&/5 0.25 um, Agilent Technologies, USA)

* T LR 1.7 mL/ min

« BT NRE 70°C (hold 2 min) — 25°C/min — 190°C (hold 2 min) — 2°C/min
— 200°C (hold 1.5 min) — 25°C/min — 240°C (hold 8 min)

XX UTHA ~U A

cFEAE—FR Splitless

- EAD 70°C — 200°C/min — 240°C

cEAE 0.8 uL

< A A RIS 230°C

A BT — AR E 240°C

<o >

KFHEECTEH L WD T ) — b pILY =)L 4-TF N Tz ) =)L A R—)b, AT
h— L1, TUPAC (EEEMIE « IS EF#EE) IC X 2MAETIEENETN T =/ — /b, 4-2
FNTx ) —=)v, 4-TFNTx)—)V 1H-A > R—)b 3 AF)-A > K= T2 F7,
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6) A

RIS E £ D AT IR O % Bk 7 m | 757 4 —Ic k> CREL % Lz,
R b U ATRERRY, TN BE. SLER. SR, BEER. 70U LR iso-ARE. n-HARE.
iso-7 B, n-HEEED 9 WE T,

< HiTALEE >

SIEROREE E—XF 2 =TI L, AT TR (I CBULER (85°C, 15 4)) L
Tl BT LD MR LIZICED (18400 x g, 1043) L, Eif%7LE 0.20 um 0 A
LTV T NS — T L, BRI LE LT

<HESRAE>
« VAT A SR IR ST o A7 2 (Shimadzu, Japan)
VAN Shim-pack Fast-OA, 100 mm x 7.8 mm ID, 3 AE.1 Cfif
« J— K% 72  Shim-pack Fast-OA, 10 mm x 4.0 mm ID
- VB 5 mmol/L p- F /L2 AL 7R Vg
* BUGSIR 5 mmol/L p- F /L= 2 AJL7R V2, 100 pmol/L EDTA, 20 mmol/L Bis-Tris
SRVBLS 0.8 mL/min
- AT URE 50°C
- AR BRI H#E CDD-10Avp
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7) RE3ER
BT OB OWRE %2, Wiks o~ ~ 277 7 - JUEBIRATR AT 85k @E (LC-
QTOF/MS) IZ LV ELE L, MEMGOMMIEEZE 1ITRLET,

< BiTALEE >

R 100mg & B —XF 2 — 7| L, 9 FEDOFEET b U 7 A buffer/=% / —/ViRE
WiRZMZ T, ©—XIT X0 R U722 ICBULEE (85°C, 30 43) L& L7z, & (18,400 x
g, 10 43) %0 EiE% MilliQ /KT 4 {447 R L7=#1Z. Bond Elute Cis 7— ~ U » ¥ (Agilent
Technologies, USA) (Zfit LEARfHIH 21T\ F Lz, &6 -itii & % ic, 50% =X
J —IVICERE L. FLEE 0.2 um OFKM PTFE 7 ¢ /L2 — Tl L, PEBIEYERR 2 2 T
EHEmE LE LT,

® 1. AEXNROETEE

e wek | ST NEYT L ey W
j=Q=cN

o — )L Cr4H4005 408.2876 407.2797 CA
oL a— L Cr4H4005 408.2876 407.2797 aMCA
B A Jooa— L Co4Hy4005 408.2876 407.2797 BMCA
o LY a— g Co4H4005 408.2876 407.2797 oMCA
b A a— g Co4H4005 408.2876 407.2797 HCA
) TFA xR a— g Ca4H4004 392.2927 391.2848 CDCA
FAX L a— g Co4H4004 392.2927 391.2848 DCA
TV T AR a— Lk C24H4004 392.2927 391.2848 UDCA
e AT A Fa— LR Co4H4004 392.2927 391.2848 HDCA
Uk a— Lz Cr4H4003 376.2977 375.2899 LCA
St R a—/Lfg C4H3405 402.2406 401.2328 DHCA
A VT FHX a— g Co4H4004 392.2927 391.2848 isoDCA
7-4r b T AR a— L Cy4H3505 406.2719 405.2641 7-ox0-DCA
7-7 Uk oa— LR Co4H3504 390.2770 389.2692 7-ox0-LCA
N T
23 JIVT A a— LR Cax3H3504 378.2770 377.2692 NDCA
d4- = — L i Ca4H36D40O5 412.3127 411.3050 d4-CA
ds-V k= — Lfg C24H35D503 381.3291 380.3213 d5-LCA
45-7Y o — L CaH3sDsNOg 470.3404 4693326 | d5-GCA
d4-Z oo a— L C26D4sH41INO5S 519.3168 518.3090 d4-TCA
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<7 v~ N7 7 7 - JUEBARATRAVE & Hr 24 E (LC-QTOF/MS) (2 & A HIE >

[ 2]
c VAT A Waters ACQUITY UPLC, Xevo G2-S QTOF, ESI 7'&u — =7
(Waters, USA)
T A Acquity UPLC BEH C18
(1.7 ym, 2.1 mm X 150 mm, Waters, USA)
< T LR 65°C
cTEAE 4 uL
s A= T ITEE 10°C
- BEH A:0.1% FEKVEIL, B: 0.1% FMEHTEZ =KV
- Pk 0.5mL/min (77 Y= M5 % 2)
R2 BBHEOISOTUNEH
IRF ] A (%) B (%)
0 70 30
0.5 70 30
1.0 65 35
7.0 60 40
10.0 50 50
11.5 5 95
13.0 5 95
13.1 70 30
17.0 70 30
[QTOF #l%EZA:]
+ Capillary 0.5kV
+ Sampling cone 20V
+ Cone gas 100 L/h
* Source temp. 150°C
* Desolvation gas 1000 L/h, 450°C
* Mode Negative
* Lockmass Leucine enkephalin [M-H]™: 554.2615 m/z
* MS Scan 50 — 850 amu, scan time 0.3 sec
* Target ion KM
Y7 0T MassLynx 4.1, TargetLynx (Waters, USA)

* 28, HEAFT—RICEHOBABLIVEETOBREEIEHEEHETT
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HR

3. KA. pH. FUEZT. . EF A BIEFHER

i

SID

K5y

(%)

pH

ToE=T

(mg/g)

t k
IgA
(ng/g)

SAMPLEO1

00000-01

SAMPLEO2

00000-02

SAMPLEO3

00000-03

SAMPLEO4

00000-04

SAMPLEOS

00000-05

SAMPLEO6

00000-06

SAMPLEO7

00000-07

SAMPLEO08

00000-08

SAMPLE09

00000-09

SAMPLEI10

00000-10

SAMPLEI11

00000-11

SAMPLE12

00000-12

SAMPLEI13

00000-13

SAMPLE14

00000-14

SAMPLE15

00000-15

SAMPLEI16

00000-16

SAMPLE17

00000-17

SAMPLEI18

00000-18

SAMPLE19

00000-19

SAMPLE20

00000-20
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® 4. BREWMAEER

T4

SIID

JEEREY) (nglg)

7 x /=)

p-7 LY —u

4-—F )
7z /) —)

A2 R—v

AF h—)b

SAMPLEO1

00000-01

SAMPLEO02

00000-02

SAMPLEO3

00000-03

SAMPLEO4

00000-04

SAMPLEO5

00000-05

SAMPLEO6

00000-06

SAMPLEO7

00000-07

SAMPLEO8

00000-08

SAMPLEO09

00000-09

SAMPLEI10

00000-10

SAMPLEI11

00000-11

SAMPLE12

00000-12

SAMPLE13

00000-13

SAMPLE14

00000-14

SAMPLE15

00000-15

SAMPLE16

00000-16

SAMPLE17

00000-17

SAMPLE18

00000-18

SAMPLE19

00000-19

SAMPLE20

00000-20
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& 5. AMERAEMRR

Frik

SIID

HHEME (mg/g)

FLBR

o

ik

HERR

“uar
* Wk

is0-

Pk

n-

R

is0-
=)
RS

SAMPLEO1

00000-01

SAMPLE02

00000-02

SAMPLEO3

00000-03

SAMPLE04

00000-04

SAMPLEO5

00000-05

SAMPLEO6

00000-06

SAMPLEO7

00000-07

SAMPLEO08

00000-08

SAMPLEO09

00000-09

SAMPLEI10

00000-10

SAMPLEI11

00000-11

SAMPLE12

00000-12

SAMPLEI13

00000-13

SAMPLE14

00000-14

SAMPLE15

00000-15

SAMPLEI16

00000-16

SAMPLE17

00000-17

SAMPLE18

00000-18

SAMPLEI19

00000-19

SAMPLE20

00000-20
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&%
ZEHR: R T FRA M
pH: I +0.1 BOERZRITIEER 2 RIE L7256 O/ Ik L BiM:
NT: Not tested

§=1

E RN
ToE=T 0.5 ng/s
t bk IgA 1 ug/g
JEHLFER) 0.3 ug/g

A BT
any g, AR, BiER, e g o 0.05 mg/g
e, iso-BENE, n-F&EE. iso-F HLE, n-i5 HE 0.1 mglg

KM % & 1o fE

JE- 0.04 pmol/g
7-ox0-LCA 0.25 pmol/g
DCA, DHCA 0.02 umol/g

e
AREFICHET D TEMFICOSELTUT MAStET 7 7 AT - T8 S ET
BEIGOEITZE W,

AREEZEIMET I2EFT—F2—E
T — A NE =
EE OE Excel

5| A ER

1) Kakiyama G, Muto A, Takei H, Nittono H, Murai T et al. A simple and accurate HPLC
method for fecal bile acid profile in healthy and cirrhotic subjects: validation by GC-MS and
LC-MS. J Lipid Res 2014;55:978-990.
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