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Improved Synthesis Route of 2,4,6-Tris(4-Carboxyphenyl)-1,3,5-Triazine

(The Second Report)
KONDO Chihiro™"

GlmA A L AARREL T B IR & D e E A FERE SR (MOF : Metal-Organic Framework) 1%, Z2ii7eks

T L RERERERM ARSI 200, KIHROZAMEME L L THEASATWD
AFERLNL - & L TA MR 2,4,6-Tris(4-Carboxyphenyl)-1,3,5-Triazine (ZLF, H;TATB & M%)

Wi TlL, MOF @
IZ>W\WT, AFAR

ffe 7 v (VD) Z W5 OGRS 2R L, 24« BEImICAUE L72fo e SRt 2 1s L7,

A, BT TCER TE 2o/ H
ENDH AP AR v~ |
IR T HsTATB #1524 = L iopksh L7,

1. #8

EREWNO T T AT v 2R EODRDTICELET, Hi
iR A AR LA L, ATRS LS EHEME L L
T, ALFRISIC L EEE T 5 Z L efEs T s, H
BB 2 SRR T ARG —2 LIRS, 5
RS EE D 2L THEOREREZ bR AT, i
WTEHSTHERLGKRT A Lk bnD. #l2iT,
B mF Lt YHitoF Lo @mikmESRET THES
SECERESNCELD, B GEECHEEGCELTF—7
7 — o0 R AR SR PR OB S N &, Al
ETRZEEL, SOICENERE TR R ELASETES
~EFE L, BTEOETELR THEMIE R - T a D,
ok, LY BRWEBBEOERIL, 2 A MabAas

ZEIRE, BHECH T R OB D LD CTEHETHS.

PN, T AOUAERLEER, BRI X~ S D
DA mA EERSEA (MOF @ Metal-Organic Framework)
OERIZID A TWD, il DT, MOF OATHRLAL T
& L CHHA 2.4.6-Tris(4-Carboxyphenyl)-1,3.5-Triazine (LA
T, HTATB &) (235 H L, BESOGHGERR Y YO R
fTolz. AN, RIGAT » 7HERG L, SHIZESIC
G DB R Lo o TENE T 4.

2. H:TATB D& REHRRS

GHOTEE, AERE L oA
(VD) ZEbAlCHCD TR AHY (2 1), ko ik
R LT BO G LB Lol #F 2 THIT
I, bz v s (VD) AWV HTATB 1 250 T 5 F

I;TATB 1 D BE#H @

HsTATB % —EERE CTHRd H SO FE R 21T - 7=,
~ T 7 4 = RS K
AR R T AR G, B EITH S EIHEE LA RIS T D .

Bt OR AR 25
DB L, SRR A WE U72ib R, %36 %D G

BakpEt Uiz, 2Of5%, MEWEIZ4-07 /%2 0 A
FA2a O TEE=/E L, < AT AT ONK
TRIZ L0 B R R AT D TR OIS LY, #
b7 m (VD O AZEGEL, # 56 %O ISILET
H3TATB 1 315 B & SRl + R Lz (H2).

S BIZHTHR T, RISAT v 7HER G370z, 13
WEIZ 427 S REEE 3 O TERIE = b 5 —BERS
ORIGHF L= (B 3). UL, BE#EOMARBD D
B HTATB 1 RS2 7-hI0, NN-2 A F R LT 3
F (DMF : NN-dimethylformamide) 7> 00 80 4 a7z
EZA, i, HAERSIZE Eh D i,
fibZLEFE LT 2 eREx b, £2C, 4M,
Wik r v~ 2727 —Huam ik (LOMS : Liquid
Chromatography / Mass Spectrometry) (2 0 FAEpi & &

AU A Z AT LY, Al it 2 AR 5 HEE A d U7
DAT, O THEMILOFERAERADL Z L& L.
[+] 05 _OH
NJ\\N AlCl s R Qf.?";\',:’i“‘
cl I N%L‘CI ‘EE_T_ 7 :Efi‘:"q“z'
Ha gy t:ﬁso,u
S rggel o 0,
= H,TATB 1 "

B 1 HTATB DEER D& RURERE

Oy OCH; 0, _.OH
1) KOH aq.
EtOH
Q)HCqu
=N
C=N
2

O  H,TATB1 OH
2 42T REEFEBATFTILH G HTATB DERL

Ox-OCH: ) cr,s0,H
2) NH; ag.

N BB KB



2 ITHET % © 2.4.6-Tris(4-Carboxyphenyl)-1.3,5-Triazine ¢ #7 LU VA AEREE (5 2 #1)

Oy, OH
0Oy OH
CF,S04H
=
o
C=N N7
HO, 0
3 O  H;TATB1 OH

B3 417/ REEHEMNS BTATB DERK (HERED)

3. LC/MS IZ& B4 Hriast

3 SEBES L UBREORAR

[ 2 ORSTER « B L72 HiTATB 1 3 5 U 3 DL
ISTEL AR E, AF 7 — TRk S £
THEM S, RigE AT L7 08— (FLEE 45
um) THUYERW=FiEiRE, A% /7 —AT 10 fFmi LT
SRR Lz,

Efz, EEERICEE, 001 %XERARIEIL & 0.1 %X EEA X
VIR A G, FER (100 uL) IZAREIEA X L
Mz7T, 100mL AAL Y W HF—TAAT w7 THILET
FhENHE L /.

ks, FRGEHRUCHIGWZAK, A2 — ks LUNEREEL,
T ARTLCMS 7' L— K& L.

3.2 HTEES LU EE
3.1 OREIO ST, v Z I ERRR o mdi s
w77 7 EEGETER () SEIRYERTRYD 2 BTz,
IS W e
= 1 LC/NS O#rEtt

LCA& M
Ereii Nexera XR () By # 8L {=FT)
IR Symmetry® C18
(2.1 mm 1.D.x150 mm, 3.5 um, Waters)
Bahia A - 0.1 % EEKIEE 20 %
B i : 0.1 %A 5/ —LIEE 80 %
fiecd 0.2 mL/min
H T AHiRE 40 °C
A 10 ul.
MS %
Hei LCMS-2050 () #RAERT)
A A MET—F FaT A Ay —2 BArT—F

(b7 bt AT L—o A AL (BSD) i+
REIEALFA F 2 AE (APCI) 1)

A% BE

m/z 10-1000

Es—F
s ox il

FT T A AFE 3.0 L/min
KT A 7 H Afif 5.0 L/min
b ¢ 2/ AR 7.0 L/min

g i T 500 °C
DL 250 °C
3.3 SiTHER

HsTATB 1 S MO A F v n~ F 7T L (TIC :

Total Ton Chromatogram) F5 LU~ A7 n~ 77 L[4 4
S ITORT. TATB 1 O~ A7 a~ 75 LTl

HiTATB 1 (£ /74 Y R 7 & : 441.0961 Da) 705
Zu kA oEE LT mz 440 28 & LCHELN S

—7, WEMO~A 7o~ 77 5T, EiC ms 440
OIENZ, HEVWETHD 427 )RR FES (£ /74
VR By 7B D 147.0320 Da) 25 S koo — o i
L7z miz 146, F£7z, EERRBERESE LTHWZ MY 7
FRAZ L ANF W (T A Y NE y THRE
149.9598 Da) 7571k 3—2 il L7z mz 149 3L
B S,

PLEORSEREN G, HAERMIZIE, BA 45 HTATB 1
WZINZ T, Aflilne LTa-o7 7 ZRAFHEIE N 704
HA S AR VEERE ENTWD Z &R S .

Intensity

%100,000)
1.00-134,135

5
Time/min

4 HTATBOTIC EExHTR4AOT TS L

Intensity

£x1,000,000) [;\L‘/\——A—v TiG-Jal]
7,67 £x10,000) 440 0001
176,667 jﬂ\\‘ H,TATB
{
0.00

1.549.7.
1.00] 549,723

¥x100,000) 146 000=)e1
1.00-142.450 K LT/ ERER
P88 Treo.0000 - 149.000-)a T

3198,206 PUZILFOAR L AR B

1.00]

Time/min

5 MERPOTIC LFHIRIAT LT T L

4. H;TATB &R A EDBRIRE

4.1 FHPHOEREE

3.3 1V, BUSHIZ -2 7 2 EERE 3 & nlREZRIR D Y
L, FISHIZ R 7oA A% o VR i o ik
T5HZ&T, HAERDPF ORGSR R TE D LE T
A ICOWTIE, U 74 e A X AR ORI
LT 42T/ HEBERIDHERE ST ToEE
12, HUERI T h O RRISD 42T 2 RERI Y )
— TRV HEIEE N AT, HEICOVWTH, RUIREIC
AREE(L A U 7 LAREER A INAT R 7da 24 AR
VA PR, HSTATB 1 % W8 25 7o s Zatd Jell ik o0 3 e
Nz, HrH L7=ibR A i LGk TR T 2 8T
FU AT A& AR R LT RRE A o
RECORFIEZ 4. 7ed, HTATB 1 OGERERRIZ
1T, R REOER KL (NMR : Nuclear Magnetic
Resonance) %[ (H AL 7-(FF)E INM-AL400) % fv iz



AR PEERR O & —

4.2 427/ REBEHEHEME & L1= HTATB D&

0y OH
Oy -OH 1) CF3S04H
2) KOH aq.
3) HCI aq.
A -
N =

SN
C=N i

HO o
3 o H;TATB 1 OH

6 427/ REFMHS HLTATB D& (HEHE)

A T B 2 30mL o L IS, R
L AR AR R (4.52¢,30.0 mmol) ZNZx, 7L
SUER LT 4-07 2 BAFEE 3 (880 me, 5.98 mmol)
AR, == T 20 MEMEER L7 BOREICEAC (5 mL)
AN AT 30 pfiEdRig, KEE(LA U D A (236 g, 42.1 mmol)
Ak (15mL) (SiE L CHINL, 7if Sz, 1 mol/l X
fed pH | fHEIC7e D F TN CHr Y U 7z B i 4 i i
L, RO CHen Uz, 8% o i S E 7%,
TH TR L, SOoNHAERYE DMF 2O E i
go Lz, Brft L7 &8 L, 78 b Tligd o2 &
G, HTATB 1 (313 mg, 0.709 mmol) ) HE ik 4157

(52 36 %) .
"H NMR (8, DMSO-ds): 8.22 (d, 6H), 8.87 (d, 6H)

0y OH
H H
I u DMF HONTSN W
i H | N/ H !
||
Hi H H 0
T OH ‘

H3TATB 1 —DMSO |
H,0—
® = DMF
| | j —TehY

140 130 120 110 100 (90 s0) 5040 30 20 10 0

(d, 8H) (d, 6H)

7 HTATB® 'H NMR 2<% k)L

4.3 FHMIERHR ORI

A1 OF5S, HiTATB 1 O TFR5ELIC L O alfE L 7o -
f=. 2T, H:TATB 1 Of5dnibss, MR H oAl
HOEBIC LD L0 THhD Z & EEET 5720, SR#HD
HAERSIZOWT, 31 SRR aPralE 4@ L, 3.2
& ST LOMS i &1TVy, SEHTO TIC 35 LU A
ALY N7 A ([M5) L Lz (18).

Intensity

1.88 £x1,000,000) TICEaT
31,876,006

1.004
e

1-00-4.560.000) 240,000 021
100,872 H,TATB

000600000

746,000 )21
1.00-/142.454 LT /RBER
98 Trrac.000) 1490001
J198.259 RUZILA AR R
1.00-
} T i T T T T
0 1 2 3 4 5 6 7 8 9

Time/min

E 8 HEHEDTICEEHIAYI AT LIS LOHE
(KRB HEA REHR  ARR)

WFFEdE  No.s1 2025 3
BT IC 35U C TIC & HTATB 1 D+ A ALY B 75
ADAA = RENERRE TS DT L, 43T/
CREFEI L MY Ao AR AR RO Y — 7 R
I, SBEHICHEERETHRDLAE. S, o
78 HsTATB 1 OfSghibic oo f- b E2 b s,

4. ¥&8

MOF DA SR T- & L CAHZ ITATB 1 %, —EEfE o
BT R < ERT 5 HiEE MG Uiz, BOGHE O AR
Yoz LC/MS (250408 L7z i, s & U CRUERARSE
PEAT LTS Z R EN2/-8, G ERE L,
Al ORI A B o T AR, TR AR IS R0 @ o
H;TATB 1 #4325 Z S ZRTY L7z, MFEEISICRITH 36 %
T, A& tEORGEIZ X 2RISR RS %D
MHETH S, ks, SEHET L2 HTATB 1 O RGEEEE L,
BN M LB R T H .

AR L stk 7 =k
7T 7B RS ATENE, AFMEEA
JKA @ THtRMEB S (oL
AN, RELILLHOTHS.

KEIRIN

5. B

ARFSEIZ 3T, SRR A L OY NMR Il T
foii i B BAr - WRTERE B AR AR (RS Rk O 4R

B2 L HEFIIE (B FINR: B T )
o, EHOFART .

SEXH

1) ARl = R R R Y =T b AR, N
7, pp.3-26, 2001

2) TR TS ¢ 2.4.6-Tris(4-Carboxyphenyl)-1,3.5-Triazine 0>
LG BRI, 4% B IE SR B &1 o 7 — BT Ay,
No.50, pp.7-10, 2024

3) Dawei Feng, Kecheng Wang, Jie Su, Tian-Fu Liu, Jihye Park,
Zhangwen Wei, Mathieu Bosch, Andrey Yakovenko, Xiaodong
Zou, and Hong-Cai Zhou, Angew. Chem. Int. Ed., 54, 1, pp.149-
154,2015

4) Ram R. R. Prasad, Charlotte Pleass, Amber L. Rigg, David B.
Cordes, Magdalena M. Lozinska, Veselina M. Georgieva,
Frank Hoffmann, Alexandra M. Z. Slawin, and Paul A. Wright,
CrystEngComm, 23, pp.804-812, 2021

S5) RN T - B, AdRAEEEA B ARSI AR
rvn~ b 757 4 — RS i, LC/MS, LC/MS/MS
WZHU) D AT RVRENT, pp.132-137, A — Ak, 2020



